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The World Hetlth Orguizatioii te a specialised agency of the United Nations 

with primary responsibility for international health matters and public health. 
Through this organization, which was created in 1948, the health professions of 
some 165 countries exchange their knowledge and experience with t he aim of 
makinf possible the attainment by aU dtiaetts of the world by the year 2000 of a 
level of health that will pemdt them to lead a socially and eeonomically productive 
Ufe. 

By means of direct technical cooperation with its Member States, and by 
stimutating such cooperation among them, WHO promotes the development ct 
comprehensive health services, the prevention and control of diseases, the 
improvement of environmental conditions, the development of health manpower, 
the ooofdination and development of biomedind and he a l th services researdi, and 
the planning and implementation of health propammes. 

These broad fields of endeavour encompass a wide variety of activities, such as 
developing systems of primary health care that reach the whole population of 
Member countries^ promoting the health of mothers and childvenj combating 
malnutrition: controlling malaria and other communicable diseases, including 
tuberculosis and leprosy; having achieved the eradication of smallpox, promoting 
mass immunization against a number of other preventable diseases, improving 
mental health; providing safe water supplies; and training health personnel of all 

categories 

Progress towards better health throughout the world also demands mternational 
cooperation in such matters as establishing international standards for biological 
substances, pesticides, and pharmaceuticals; fomndating environmental health 
criteria; recommending international nonproprietary names for drugs; administering 
the International Health Regulations; revising the International Classification of 
Diseases, Injuries, and Causes of Death; and collecting and disseminating health 
statistical information 

Further information on many aspects of WHO*s work is presented in the 
Organization's publications. 
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V 



1. Introduction 



llie banc (siinp]]£wd) tests descfibed in tliu 

dements of qiulity assurance in the phannaceutical supply sjrstem. they have 
been devised with the following objectives: 

(a) to provide a simple and readily applicable method for verifying the identity 
of a drug substance, tising a limited range of easily available rea^^ts, when 
the labelling and physical attributes give rise to doubt; 

(b) to provide a practicable means of confirming the identity of a drug, when a 
fully equipped laboratory is not available; 

(c) to indicate if gross degradation has occurred in certain substances that are 
known to decompose readily under adverse conditions. 

Basic tests are not, in any circumstances, intended to replace the requirements 
of The IntenuahfuU Plumnaeopoeut or other pharmacopoeial monographs, 
lliese give an assurance of quality whereas basic tests merely confirm identity. 

In several European countries, simple tests have already been endorsed by the 
national pharuMoeutical associations for use at peripheral levels of distribution 
(wholesale premises, pharmacies) to verify the identity of pharmaceutical 
substances whenever the possibility of confusion arises and sometimes to 
exclude gross degradation or adulteration. 

In 1986, the manual Basic tests for pharmaceutical substance f was published by 
the World Health Organization. It is now complemented by this volume, which 
contains tests for 150 pharmaceutical dosage forms, most of which are included 
in the WHO ModelUstofEsserMDrugs.' Each of the tests described has been 
verified in at least four laboratories in different countries. Analogous tests for 
fttither dosage forms are in preparation and will be published separately. 

Degradation during storage and transportation is <A particular importance in 
tropical countries. Indeed, an expiry date determined for a temperate climate 

may be inappropriate in a tropical region even when high standards of packag- 
ing are meL For this reason, particular importance is accorded to visual 



' The International PbttmueofOtu, third edition. Geneva, World Healdi Orguuution. Volume 1: Generai 
methods of analysis, 1 979. Vc^ume 2: Quality spedficatiom, 1911. Voltune 3: (^smUty ifeeifiaaioat, 1988. 
^ Basic tests for pharmaceutical substances. Geneva, Wodd Health Ofgnizttum, 1986. 
'WHO Technical Repon Series, Na 796, 199a 

X 
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intpectioil of dosage forms, since this frequently provides a first vital indication 
of degndatloiL Thu dfo applies in cases where there are reasons to suspect 
quality defiectt due to poor mamilaceure, tampering or ooonterfeiting. 

Banc tesii need noc be oorried om by jfoUy qualified phannadits o^ 
but they should be performed by perMMit widi some undmtanding of analyti- 
cal chemistry such as that acquired in courses for pharmaceutical assistants. 

Several tests are described for most pnpantiona. Not all of these need to be 

applied to any one sample. If, however, there is any reason to suspect that the 

product is mislabelled or substandard, all tests described should be performed. 
By their nature, simplified tests cannot be totally reliable. An adverse result, 
even in one test, should be taken as a warning of potential unsuitability of a drug. 
In these circumstances, a final conclusion should not be drawn until a full 
analytical examination has been carried out in a properly equipped quality 
control laboratory. 

The proposed tests are supplemented by advice on visual inspection and a short 
description of the nunimum facilities and equipment needed to carry out the 
work. The reagents needed fcMT testing dosage forms are listed at t^ 
publication. 

Comments on the tests described are invited and should be addressed to: 
Phannaceuticals» World Health Organization, 121 1 Geneva 27, Switzerland. 
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2. Recommended facilities 



A full pharmacopoeial analysis of a drug substance or product can only be 
performed in an adequately equipped drug quality control laborator)^ Recom- 
mendations are given in the twenty-ninth report of the WHO Expert Commit- 
tee on Specifications for Pharmaceutical Preparations'" on the design and 
organization of a modest quality control laboratory. A first step towards the 
devdopment of such a laboratory would be the establiahment of facilities for 
carrying out bask tests. 

Q6Mral iMiutoBimiitB 

Tlie woilqplace should be well illuminated, prthnhty by indirect natural light. 
It should be air-condidoiied or heated according to the climate. In the latter 
case, a closed convector heater or radiatorshould be chosen that can be operated 
without Hre hazard. The doors should open outwards and all fire and safe^ 
regulations should be respected. 

The floor covering should be continuous, fireproof and easily washable. The 
walls, the furniture, and the frames of the windows and doors should also be 
easily washable. All these elements should be of a neutral colour (preferably 
white or pale beige) to facilitate the evaluation of colour reactions. 

nimtture 

Wock-benches should be placed agiunst a wall and should receive natural light 
ptt£sakfy ftuindieieftside. Afumecupboaidoratabkwithaventilatorabove 
it should be installed in one comer of the room. 

The tops of work-benches should have a white or black acid-resistant plastic 
cover; a glass or ceramic top will result in increased breakage of glassware. 
Unpainted wooden surfaces should be impregnated with soft paraffin. Paints 
or resins used to protect these surfaces should be resistant to dilute acids. The 
work-benches should be of a height that enables work to be undertaken 
comfortably in both standing and sitting positions. They should include shelves 
and drawers that are not unnecessarily deep and are adapted to the items that 
wiU be stmd in them. Chairs should be stRM^ built and stable. 

• WHOTddniiGdltipMScriM^Nb. 70l» 19S4. 

a 
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Cupboards and glass caiet thould be eaiy to maintain and to clean and resistant 
to chcmicsls. Reagent shelves should he covered with unpolished glass plates 
and firmly find to walls or benches. Flammable solvents and concentrated 
mineral acids should be stored in tightly closed containers widiacspacity of not 
more than 2 litres. Larger volumes held in stock should be stored in a separate 
tPCMn that complies with local fire safety requirements. Concentrated acids and 
ammonia soludons should be stored separately, preferably in a fume cupboard 
which should be recessed in the wall, lined with tiles or acid-resistant plastic, 
and fitted with a glass door in an acid-resistant plastic frame. 

Laboratory services 

All electric circuits and gas and water supplies must comply with local safety 
standards. All electric sockets should be fitted with automatic fuses. 

Artificial lighting should not cast shadows, and all fittings should have a 
pr o t ect iv e cover dutt is resistant to adds and solvents. 

If no gas supply is available^ alcohol burners or electric beaten may be used. 
Electric heaters should be equipped with hest-ouqnit regulatori and the 
heating coil shoukl be fuUy insulated. Flammsble liquids must be heated in a 
water-bath. 

Work-benches should be equipped with a water tap and a sink. Taps should be 
fitted with three bib valves, one of which is connected to the water-pump. The 
wastewater pipes must be resistant to acids and solvents. 

To avoid contamination of distilled water by acid or ammonia fumes, the 
distillation apparatus and/or the ion-exchanger must be situated well away 
from working areas. 

Good ventilation must be ensured. l£ diere is no air-ooodidonii^ windows 
should open freely. 
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3. Inspection 



Visual inspection should precede any testing. As a first step, the packaging and 
the containers should be examined for defects or damage. The label should be 
checked to ensure that it provides the following information: the name of the 
drug; its strength, potency or concentration; the name of the manufacturer; the 
batch or lot number; and the expiry date. Repackaged drugs should also bear the 
control number of the responsible analytical laboratory. 

Drug products with ddfiective packaging or with incomplete, damaged or 
"M—Sng labds should preferably be r ef err ed to a fully equipped drug control 
laboratory. 

Commonly encountered physical defects inchide: 

• for tablets: 

— excessive powder and/or pieces of tablets at the bottom of the container 

(from abraded, crushed or broken tablets); 

— cracks or chips in the tablets, swelling, mottling, discoloration, fusion of 

tablets; 

— appearance of crystals on the walls of the contamcr or on the tablets; 

• for capsules: 

— tian*<^«itg or tohtain^ cracking, swelling motding or discoloration 
of the akiOu 



s 
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4. Determination of melting 

ciiaracteristics 



UuUHIINIlaDOfl Of IIMNUIIK POIIR 
MlnHloii 

The melting point is detennined in a capillary tube. The expression ''melts 
about means that the temperature at which the substance is completely 
melted, as indicated by the disappearance of the solid, will be in the range 
± 4 ^Cfcom Ac stated vahic, unless otherwise indicated. 

Malls of tiM pMWMlura 

Hie following technique is adequate for the determination of melting point: 

Grind about 50 mg of the substance to be tested in a small mortar. Place die 
ground substance inavacuum desiccator over silica gel or phosphorus pentoz- 
ide at room temperature and dry for about 24 hours (unless another drying 
procedure is given in the test sheet). Place the substance in a dry capillary tube 
of 1-mm internal diameter forming a column about 3 mm high. Heat the 
melting-point apparatus to a temperature 5-1 0 °C below the expected tempera- 
ture of melting and adjust the heating so that the temperature in the chamber 
rises about 1 °C per minute. Introduce the capillar>' with the substance into the 
heated chamber and note the temperature when the sintered substance becomes 
completely transparent; this is considered to be the melting point. 

MmumIoii 

The difference between the purely theoretical definition of the melting tem- 
perature and the results obtained in practice is now widely recognized. A 
precise physical definition exists only for the so-called triple point, i.e., the 
temperature at which all three phases (solid, liquid and gaseous) are in equilib- 
rium. The measurement of the triple point is achieved in a highly complicated 
experiiiient.Many compendiadonotuse this temperature, but describe melting 
intervals as observed in practice^ when the formation of droplets, the softening 
oftfae substance orits sintering are considered tobe the begiiming of the melting 
process, while the formation of a clear and transparent im^ of liquid is taken 
to be the end of the melting process. 

In the case of pure substances that melt without decomposition, the beginning 
of melting can be observed with some certainty. For impure substances, the 

beginning of the melting process will vary, depending on the nature of the 
impurities. Therefore it has been proposed that in the basic tests the following 
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definition of melting point be used. This definition is similar to that used in The 
International Pharmdcopoeiat to describe melting tempenture: 

Tlw mdtiiig point denotes the tempeiMre at which 

ooin^eii^ melted; this is indicated by the distppearance of the soEd phase 

and complete transparency of the melt. 

This approach has the disadvantage that>if impurities arepresent,theirpresence 

can only be deduced from the lowering of the melting-point value, as no 
observation is made of the melting interval. An increase in the latter usually 
indicates low purity of a substance. These considerations, however, have less 
importance for basic test identification, where this disadvantage is fully offset 
by increased reproducibility of the values of melting point determined accord- 
ing to the above procedure. 




The expression "melting behaviour* used in the basic tests denotes the melting 
point of substances that melt with decomposition. It is also used for melting 
points above 250 ^ to indicate that the reproducibility of the value may be low. 



It is necessary to bear in mind that a difference exists between true melting 
points (or melting ranges) andthetemperatureof decon^osition.Ideally,inthe 
case of a true melting point, no chemical change occurs in die substance. 
However, when some substances are heated, decomposition takes place either 
before or during the process of melting, being indicated by a change in the 
colour of the substance or by the evolution of a gas. In such situations, die 
observed temperatoie of melting is not atruemeltingpoint of the substance but 
the melting point of a mixture with decomposition products. It Is obvious that 
the temperature of decomposition cannot be considered as a physical property 
of a substance as the amount of decomposition products, and consequently the 
temperature of decomposition, depend on the length of the period of heating 
and therefore have low reproducibility, even if a standardized procedure is 
used. 

Dtttoffiiiliifltloii of 6iiti8ctlc tonipof Bturo 

D^flnttioii 

Eutecric temperature is given asasinglevahie only and designates thebeginning 
of melting, Le., die temperature at iidudi die solid collapses or forms drops on 
die wall of the capillary tube. Tlie mixture to be used in the test is usually 
prepared by thorough miringofiyprorimately equal parts of the test substance 
and the accessory substance, unless the use of stricdy equal amniinf of both 
substances is ^ccialiy indicated in the test procedure. 
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DitflNs of 11k ptooodiiM 

Th e following technique is adequate for the determination of eutecdc tempera- 
ture: 

Grind equal parts (by weight) of the substance to be tested and the accessory 
substance, both of them previously dried for about 24 hours at room tempera- 
tuie in a vacuum deaiccator over silica gel or phosphorus pentoxide. Fill a dry 
cafkiUarytube^ ol l-mmintenialdSameter, widi die mixture, forming a co^^ 
about 3 mm high. Heat die melting-point appantuf to a tenipenttire 5-10 X 
below the expected temperature of melting and adjust the heating so that die 
temperature in the chamber rises about 1 °C per minute. Introduce the capjUary 
with the mixture into the heated chambei; and note the temperature at whidi 
thciolid collapaca or forms droplets ontfae wall of the cyiUary tube. 

MscumIoii 

Tlie nieasurement of eutectic temperature has been introduced in the baaic tests 
as an addidonal criterion of identity. An exact determination of the eutectic 
melting point requires a let of meaaurementt ouiied out on mixtures prepared 

in different ratios. The eutectic melting point thus measured is thermodynami- 
cally exacdy defined and may be used as a criterion of both identity and purity. 
Such a procedure it not, howevei; practical for the basic test project, as it 
requires a long time and adequate laboratory f aciUties. For the purpose of basic 

tests, the determination is carried out at a constant ratio of 1 : 1 . However, this 
has the disadvantage that in some cases the melt will not become transparent, 
so that the reproducibility of the measurement is low owing to individual 
errors. Nevertheless, the eutectic temperatures given in the basic tests are 
usually reproducible to within ±5 °C. 

It should be noted that during eutectic temperature d^wniii nation the begmr 
ning of the process of meking it o bse r ve d, whereas ditting mditmg-point 
determination it it the end ol the procets that is surveyed. 

M Jl mm mat ■maBSSm^ MMlaaft 

mlXOCI IIWIIIIH^ pUIIII 

Procockm 

The determination of a mixed melting point is carried out in a glass c^iSary as 
described under "Determination of melting point", page 6. Equal amounts of 
the substance to be tested and the authentic substance are mixed and placed in 
a capillary. A separate capillary is filled with the substance to be tested and a 
further capillary with the authentic substance. All three capillaries are simulta- 
neously heated in the melting-point apparatus. The melting point of the 
mixture should not differ by more than ± 4 °C from the melting points of the 
single substances. 
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Discussion 

Although mixed melting-point determinations are not indnded ill the banc 
teita, tfaii procedure is a highly reliable criterion in deciding whedier two 
substances are idendcaL Hie general introduction of mized melting-point 
detormination as anidentity test would require a wide accesnbilttjr of appropn - 
ate reference substances, which can sometimes only be arranged on a national 
basis. Each laboratory can, however, gradually create for itself a collection of 
authentic subttsnces from incomingconsignments ol materials of good quaUty 
and can then use the mixed melting point as a strong additional criterion of 
identity. Such a collection, once established, may further be used in identic 
tests using the thin-layer chromatography technique. 

Meltingiioiiit apparatus 
1^fp0of sppsffflCiis 

A number of types of melting-point apparatus are produced. A review of those 
that are commercially available is given by Biichi be Hasler/ 

The apparatus employed in the determination should be equipped with a 
magnifying glass, have a ccmtroUed headng arrangement llkat permits a heating 
rate of 1-2 *Omin around the temperature of melting, and be equipped to be 
used widi capillaries of 1-mm inner diameter. 

Hie heatii^ arrangement can take the form of a stirred bath, such as theThiele 
apparatus and its modifications,* or a heated block, eg., the Lindstrom or 
Culatd modifications.* 

Calibration of tliomionietore 

For the various measurements of melting characteristics to be of any vahie, it is 
essential to use accurate thermometers. The thermometer used should prefer- 
abty be certified by aduly recognized body. Alternatively, it could be calibrated 
against such a thermometer. Another method of checking the accuracy of the 
thermometer is by measuring the melting points of asetof WHO melting-point 
reference substances using a 1-mm capillary; if the observed melting points of 
the reference substances lie within ±2 °C of the melting temperature mdicated 
for that substance, the thermometer may be considered satisfactory. An impor- 
tant requisite, however, is that the geometrical arrangement of the thermometer 
and capillaries in the apparatus is practically identical in every determination. 
The length of the column of mercury in the thermometer exposed to room tem- 
perature csn introduce significant error particularly at bi^ temperature. It is 
therefore desirable to use thermometers with narrow ranges of temperature 



*Skan, E.L. & ArthurJ.CJr.in:WdiiiMqger,A.,ed.7Mhif«r<yo»yta^ 

1971, Vol. l.p. 105, 

' Kienitz, H. Ik Hoab«i-Vcji Mtihodm der tr^utAm Cbemk, Sauigut, Gtotg lUcae Vcrli^ 19SS, 
Voi.2,j>.788. 
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fUGhasO-110'<;ilO-210'Cor200-300Hltftli»itiiotpo^^ 

factor ahouU be mtroduoed acocnding to tlie lormuk gnren in Tie Inter' 

nMthtuUPbsmuuopoeiaf third editum (vofaiiiie 1, page 22). 

HMtkiK bolMvlottr 

The expression "heating behaviour" used in the basic tests denotes the behav- 
iour of the substance (such as colour changes or evolution of gas) when heated 
in an open test-tube in a flame or in an electrical heater. 
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5. Test procedures 



ACETAZOLAMIDE TABLETS 

Description. Each ublet usually contains 250 mg of acetazolamide. 
Proparation of the sample 

1. Veigh 1 tablet and calailate the amoiintt equivalent to 30 mg and 40 mg of 
aoetazolamide* 

2. Grind die tablets, wdgji out the above-calculated equivalent amounts as 
poiwdered material andusediitcdy: 30 mgfor test substance l;40mglb^ 
substance 2. 

Mentity tests 

Colour and other reactions 

1. Transfer test substance 1 to a test-tube, add 2.0 ml of hydrochloric acid 
(~70 g/1) TS and 0.05 g of zinc R powder; an odour of hydrogen sulfide is 
perceptible. Place a strip of lead acetate paper R or lead nitrate paper R above 
the tube; the colour of the paper turns brown-black. 

2. Totestsufastance2,add5ndolwaterandabout0.1nilofsodiumliydro9dde 
(- 80 g/l)TS and shake,Then add about 0.1 ml of copper(II) su]fate<160g/l) 
T% a blue-green pfedpitate is produced. 



ACETYLSAUCYUC ACID TABLETS 

Deseilptien. Eack tablet usually contains 100^00 mg of ace^lsalicylic add. 
Preparation of the sample 

L Weigh 1 tablet and calculate the amount equivalent to 20 mg of acetjd- 
salicylic add. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance. 

11 
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Heating behaviour. Heat a small quantity of the test substance in a test-tube; the 
melt has a strong odour of acetic acid. On further heating) the colour of the melt 
changes from yellow to brown and then to black. 

Colour and other reactions 

1. Iransfer half of the test substance remaining after the heating test to a 
suitable white test plate or a watch-glass placed on a white background and 
add 1 drop of fenic chloride (25 g/1) no vioiec colour is produced. 

2. Place half of the test substance remaining after the heating test on a suitable 
white test plate or a watch-glass placed on a white background and add 1 
drop of potassium hydroxide/ethanol TS. After 1 minute add 1 drop of 
ferric chloride (25 g/1) TS; a violet colour is produced. 



AUMmiUM HYDROXIDE TABLETS 

P— Ofllldon. Each tablet usmlly contains 500 mg of akuiibihtmlijFilniiide. 
Pnpwslioii €f tiM : 



1. Weigh 1 tablet and calculate the amounts equivalent to 0.13 g and 0.7 g of 
aluminium hydroxide. 

2, Grind the tablets, weigh out die above-cilatlated equhraleiit amoontt as 
pofwdered material aiMliise directly: 0.15 gfior test 

substance 2« 



Colour and other reactions 

1. To test substance 1 add 5 ml of sodium hydroxide (~80 g/1) TS, heat to 
boiling and Alter. To the filtrate add 0.5 g of ammonium chloride K and 
shake; a white, gelatinous precipitate is produced gradually. 

2. Shake test substance 2 with 10 ml of freshly boiled and cooled water for 
1 minute and filter; the filtrate is neutral when tested with pH-indicator 
paper R. 



AMILOmDE HYDROCHUHUDE TABLETS 

Pt ICt ll l tiOlt Each tablet usually contains 5 mg of amiloride hydrochloride. 
Pptpmslion off tlw swnpio 

1. Weight td>]et and calcuhue the amount etjuivalent to 0.07 g of amiloride 
hydrochloride. 



2. Grind the tablets, weigh out the above-calculated equivaknt amoimt as 
powdered material, ihalEe it with 50 ml of boiling water, filter while hot and 
use the filtrate as the test soltttioiL 

1,1- — AM, , - 

NMniny iwi* 

Colour and other reactkms 

1, To 15 ml of the test solution add 2.0 ml of hydrochloric acid (-70 g/1) TS and 
0.5 ml of sodium nitrite (10 g/1) TS, and shake for 2-3 minutes. Then add 
0.5 ml of 2-naphthol TS; a reddish brown precipiute is produced. 

2. To 1 5 ml of the test solution add 0.5 ml of nitric acid (-130 g/1) TS and a few 
drops of silver nitrate (40 g/1) TS; a white precipitate is formed. Add a few 
drops of ammonia (~100 g/1) TS; the precipitate dissolves. 



AMINOCAPROIC ACID INJECTION 

Pt OriptlOB. The injection is a sterile solution usually containing 200-400 mg 
of aminocaproic add in 1.0 ml of a suitable vehicle. 

PiBpflfBtloii off tho sampto 

1. Pool the contents of the ampoules equivalent to 03 g of aminocaproic add 
and use direcdy as the test solution. 

2. Place 3 strips of filter-paper into the test solution and allow the solution to 
ascend for about 4 cm. Take out the strq>s, cut away the lower dipped 
portion as well as the part that has not been wetted by the section and dry 
the remaining part of the strips in air at room temperature (test papers). 

Identity tests 

Cotour and other reactions 

1. On to one test paper place 1 drop of copper(ii) sultate (160 g/1) TS; a blue- 
green spot is produced. 

2. On to one test paper place 1 drop of triketohydrindene/etlianol TS and 
allow to react for a few minutes at room temperature a puiple spot is 
produced. 

3. On to one test paper place 1 drop of ferric chloride (25 g/1) an orange- 
red spot is produced. 



AMINOCAPROIC ACID TABLETS 

Description. Each ublet usually contains 500 mg of aminocaproic acid. 
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PPBpMfsHoii of tho SMiipto 

1. Weigh 1 tablet and calculate the amount equivalent to 03 g of aminocaproic 
add. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and suspend it in 5 ml of water. Place 3 strips of filter- 
paper into the suspension and allow the solution to ascend for about 4 cm. 
l^te out diestrips, cut away thelower dipped portion at welt as 

hat not been wetted by the solndon and diy the femaining part of Ac strips 
m air at room temperature (test papers). 

Nwniiiy iwiv 

Colour and other reactions 

1. On to one teat paper place 1 drop of ooppef(II)tulfate (160 g^)TS; a blue- 
green tpot it produced. 

2. On to one test paper place 1 drop of triketohydrindene/ethanol TS and 
allow to react for a few minutes at room temperature; a purple spot is 
produced. 

3. On to one test paper place 1 drop of fernc diloride (25 g/1) TS; an orange- 
red tpot it produced. 



AMINOPHYLLlPiE INJECTION 

Description. The ii^ection is a sterile solution utua% containing 25 mg of 
aminopbylline in 1.0 ml of a tuitable vehicle. 

Proparatlon of the sample. Pool the contents of the ampoukt equivalent to 
0J5 g of aminophylline and ute directly as the test solution. 

Montity teste 

Colour m)d other reacitons 

1. To the test solution add 6 ml of water and, drop by drop while shaking, about 
4 ml of hydrochloric acid {-IQ g/1) TS until acidic. Collect the precipitate on 
a filter, wash it with wattf aad dry at 106 for 1 houi; mdting behaviouiv 
about 270 ®C (keep the retiduefor tett2 and tfaefiltnttefbr test 3). 

2. Place 10 mg of the residue obtained in test 1 in a porcelain dish and add 
1.0 ml of hydrochloric acid (-'250 g/1) TS and abcmt 0.5 ml of hydrogen 
peroxide (-330 g/1) TS. Evaporate to drynett on a water-bath. To the dried 
(uangp-coloured residue add 1 drop of ammonia (-100 g/1) TS; the colour 
changes to purple and it is destrc^ed hy the addition of a few drops of 
sodium hydroxide (~80 g/1) TS. 
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3. TothelOtnteobtainedintestI add03mlof$ocliumhydronde(~80g/l)TS 
and 0.25 ml of oopper(II) aceute (45 g/1) TS; a blue colour it produced. Add 
03 inlo(potaMk>-iiiefairiciodideTS; awhiteprectpitateuproduoed which 
rapidly diaiiges to a violet colour, 



AMINOPHYLUNE TABLETS 

P lC l l ll tl Oil. Each ublet usually contains 100-200 mg of aminophylline. 
Propsration of tlw MRipIo 

1. Weigh 1 tablet and calculate the amount equivalent to 0 J g of amino- 
phylline. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material, shake it with 25 ml of water and filter. To the filtrate add 
1.0 ml of hydrochloric acid (-70 g/1) TS, stir and chill if necessary to 
precipitate theophylline. Filter and retain the filtrate, free from washings, 
to be used as the test solution. Wash the precipitate on the filter with ice- 
water, dry it at 105 °C for 1 hour and use the dried material as the test 
substance. 

Identity tests 

Colour and other reactions 

1. Place 10 mg of the test substance in a porcelain dish and add 1.0 ml of 
hydrochloric add (-»250 g/1) TS and about 0.5 ml of hydrogen peroxide 
(-330 g/l)TS. Evaporate to dryness on a water-bath. Add 1 dropof ammonia 

(- 1 00 g/1) TS to the residue; a purple colour is produced which is destroyed 
by the addition of a few drops of sodium hydroxide (-80 g/1) TS. 

2. Prepare a saturated solution with a portion of the test substance in water and 
add a few drops of tannic acid (1 00 g/1) TS; aprecipiute is produced which 
is soluble in an excess of the reagent. 

3. To 5 ml of the test solution add 03 ml of sodium hydroxide (~80g/l)TSand 
5 drops of Goppei(II) acetate (45 g/1) TS; a violet colour is produced. Add 
03 ml of potassio-mercuric iodide TS;awhite precipitate is produced which 
rapidly changes to a violet colour. 



AMITRIPTYUNE HYDROCHLORIDE TABLETS 

Description. Each tablet usually contains 25 mg of amitriptyline hydro- 
chloride. The tablets may be coated. 

PMpsnMon of tlw SMnpto 

1. If the ublets are coated, carefully remove the coating by scraping. Weigh 1 
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tablet or cote and calculate the amounti eqiuvalent to 5 mg and 0^0 g of 
anuxnpty^ns hydrochloride. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amounts as powdered material and use direcdy: 5 mg for test substance 1; 
0.20 g for test substance 2. 

3. Shake test substance 2 with 10 ml of ethanol (-750 g/1) TS, filter, evaporate 
the filtrate and dry at 105 ^C; divide the residue into 2 parts and use as test 
substance 3. 

lUWIUiy 1WIS 

Colour and other reactions 

1. To test substance 1 add about 3 ml of sulfuric acid (-•1760g^TS;an orange- 
red colour is produced. Add a few drops of potaschim dichronutte 
(100 g/1) the colour turns to dark brown. 

2. Shake 1 part of test substance 3 with 1 0 ml of sulfuric acid (-100 g/1) TS and 
add 2.0 ml of a saturated solution of potassium permanganate R; the violet 
colour of the solution disappears quickly. Heat the mixture on a water-bath 
until the formed brown precipitate is almost dissolved. Allow to cool. To the 
supernatant liquid add 5 ml of ammonia (~260 g/1) TS and shake for 2 
minutes. Add 3 ml of chloroform R and shake again; a violet-red colour is 
produced in the chloroform layer. 

3. To 1 part of test substance 3 add 2.0 ml of water and 1.0 ml of nitric acid 

(-130 g/1) TS; a white precipitate which may appear dissolves on stirring. 
Check the solution with pH-indicatorpaperRto ensure that it is acidic and 
add 2.0 ml of silver nitrate (40 g/1) TS; a whiter curdy precipitate is produced. 

AMPICILUN CAPSULES 

Description. Each capsule contains ampicillin or ampicillin trihydrate usually 
equivalent to 250-500 mg of anhydrous ampicillin. 

Preparatlofi of tho swnpte 

1. Weigh the contents of 1 capsule and calculate the amounts equivalent to 
30 mg and 0.10 g of anhydrous ampicillin. 

2. Empty the capsules, weigh out the above-calculated equivalent amounts 
and use direcdy: 30 mg for test substance 1, divided into 3 equal parts; 
0.10 g for test substance 2. 

3. Suspend test substance 2 in 5 ml ol ethanol (-750 g/1) TS. PUce 2 strips of 
filter-paper into the suspension and allow the solution to ascend for about 
4 cm. Take out the strips, cut away the lower dipped pordon as well as the 
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part that has not been wetted by the solution and dry the remaining part of 
the strips in air at room temperature (test papers). 

MMIDCjr IMC* 

Colour and other reactions 

1. Shake 1 part of test substance 1 with 3 ml of water and filten To the filtrate 
add 0.10 g of hydroxylamine hydrochloride R and about 0.4 ml of sodium 
hydroxide (-80 g/1) TS and allow to stand for 5 minutes. Then add 1 .3 ml of 
hydrochlonc acid (-70 g/1) TS and 0.5 ml of ferric chloride (25 g/l) TS; a 
violet-red to violet-brown colour is produced. 

Alternative test by jilter-paper technique: 

On a test paper place 1 drop of hydroxylammc hydrochloride (10 TS, 
followed by 1 drop of sodium hydroxide (-80 g/1) TS and allow to react tor 
5 minutes. Then apply, at the same place on the test paper, 1 drop ot 
hydrochloric acid (-70 g/1) TS and 1 drop of ferric chloride (25 g/1) TS; a 
violec-neci ling is produced. 

2. Shalttl part often substance Iwidi 1.0 ml ofwater and filter. To the filtrate 
add 1*0 ml of a section conq»osed of 2.0 ml of potassio-ct^ric tartrate TS 
and 6 ml of watet; a red-violet colour is produced which turns green on 

Alternative test by filter-paper technique: 

On a test paper place 1 drop of a solution composed of 2.0 ml of potassio- 
cupric tartrate TS and 6 ml of water; a light violet spot is produced. 

3. Dissolve 10 mg of trikctohydrindcnc hydrate R in 10 ml of cthanol 
(-750 g/1) TS, place 0.1 ml on a strip of filter-paper and dry at 105 •C. 
Superimpose on the spot about 0.1 ml of a suspenaon of 1 part of test 
substance 1 in 1 0 ml of watei^ heat at 1 05 ^ for 5 minutes and allow to cool; 
a violet colour is obtained. 



AMPfCILUN POWDER FOR ORAL SUSPENSION 

P> lC ll |>l l u ii. The reconstituted suspension usually contains 25 mg of anhy- 
drous ampicallin in 1.0 ml of a suitable vehicle. 

Prapttffltloii of tlw SMnpto 

1. Weightheoontentsofl vial and calculate the amounts equivalent to 30 mg 
and 0.10 g of anhydrous ampicillin. 

2. Empty thevials,weighouttheabove-calculatedequivalentamountsanduse 
directly: 30 mg for test substance 1, divided into 3 equal parts; 0.10 g for test 
substance 2. 
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3. Suspendtettrabftance2m5iiiloleiliaiM>l(~750g/l)TS.Place^ 

filter-paper into tlie siupeanon and allow the sohition to aacend for about 

4 cnL Talte out the strips, cm away the lower dipped portkm as weU as the 
part that has not been wetted hy the solution and dry the remaimng part of 
the strips in air at room temperature (test pi^en). 

NNIIUIJf VMn 

Cotour and olhor foocttofis 

1. Shake 1 part of test substance 1 with 3 ml of water and filter. To the filtrate 
add 0.10 g of hydroxylarmne hydrochloride R, about 0.4 ml of sodium 
hydroxide (-80 g/1) TS and 0.5 ml of ferric chloride (25 g/i) TS; a violet-red 
to violet-brown colour is produced. 

Alternative test by filter-paper technique: 

On a test paper place 1 cLrop of hydroxylamine hydrochloride (10 g/1) IS, 
followed by 1 drop of sodium hydroxide (~80 g/1) TS and alUyw to react ^ 

5 minutes. Hien apply» at die same place on the test pape^ 1 drop of 
hydrochloric add (•«70 g/1) TS and 1 drop of ferric chtoride (25 g/1^ 
violet-red ring is produced. 

2. Shake! part of test substMicel with 1.0 ml of water and filter. To thefiltrate 
add 1.0 ml of a solution composed of 2.0 ml of potassio-cupric tartrate TS 
and 6 ml of water; a red-violet colour is produced which turns green on 
standing. 

Alternative test by filter-paper technique: 

On a test paper place 1 drop of a solution composed of 2.0 ml of potassio- 
cupric tartrate TS and 6 ml of water; a light violet spot is produced. 

3. Dissolve 10 mg of triketohydrindene hydrate R in 10 ml of ethanoi 
(-750 g/1) TSk place ai ml on a strip of filter-paper and dry at 105 *C 
Superimpose on die spot about 0.1 ml of a suspension of 1 part of test 
substance 1 in 1 0 ml of water, heat at 105 for 5 minutes and allow to cool; 
a violet colour is obtained. 



AMPICILUN SODIUM POWDER FOR INJECTION 

Description. Each vial contains a sterile powder of atwp^<^iHin sodium usually 
equivalent to 300 mg of anhydrous ampicillin. 

Preparation of the sample 

1. Weigh the contents of 1 vial and calculate the amounts equivalent to 0.05 g 
and 0.10 g of ampicillin sodium. 
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2. Empty the vials, weig^ out the above-calculated equivalent amounts and use 
directly: 0.05 gfor test substance 1, divided into 5 equal parts; 0.10 g for test 
sul>8tai]ce 2. 

3. SuspendtettsubitancelinSiiilof echanol(~750^)TS.Place2stripsof 
filter-paper into tke tuspenncm and allow the sobtion to ascaul for about 

4 cm. Take out tke stript, cut away the lower dipped portion as weU as the 
part that has not been wetted by the aohitioii and dry the rrmaining part of 
the strips in air at room temperature (test papers). 

ktonttty tests 

(k)k)ur and other reactions 

1. Dissolve half of 1 part of test substance 1 in 3 ml of water, add 0.10 g of 
hydroxy lamine hydrochloride R and 1.0 ml ot sodium hydroxide (~80 g/1) 
TS and allow to stand for 5 minutes. Then add 1.0 ml of hydrochloric acid 
(-70 g/1) T5 and OS ml of ferric chloride (25 g/1) TS; a violet-red to violet- 
brown coloar Is produced. 

^temsthe test by f3ter-paper tecbmque: 

On a test paper place 1 drop of hydroxylamine hydrochloride (10 g/1) TS, 
followed by 1 drop of sodium hydroaide (•'80 g/1) TS, and allow to react for 

5 minutes. Then apply, at the same place on the test paper, 1 drop of 
hydrochloric add (-70 g/1) TS and 1 drop of ferric chloride (23 g/1) TS$ a 
violet-red ring is produced. 

2. Dissolve 1 part of test substance 1 in 1.0 ml of water and add 1.0 ml of a 
solution composed of 2.0 ml of potassio-cupric tartrate TS and 6 ml of 
water, a red-violet colour is produced which turns green on standing. 

AbemMthe test kyf^er-paper tednttqee: 

On a test paper place 1 drop of a solution composed of 2.0 ml of potassio- 
cupric tartrate TS and 6 ml of watet; a li^t violet spot is produced. 

3. Dissolve 10 mg of triketohydrindene hydrate R in 10 ml of ethanol 
(-750 g/1) TS» place 0.1 ml on a strip of filteivpaper and dry at 105 °C. 
Superimpose on the spot 0. 1 ml of a solution of 1 part of test substance 1 in 
1 0 ml of water, heat at 105 °C for 5 minutes and allow to cool; a violet spot 
is obtained. 

4. Dissolve 2 parts of test substance 1 in 2.0 ml of water, acidify with 3-4 drops 
of glacial acetic acid R, filter and add 1 .0 ml of magnesium urany 1 acetate TS 
or zinc uranyl aceute TS to the filtrate. Scratch the inside of the tube with 
a gbss rod to induce crystallization; a yellow, crystalline precq»itate is 
produced. 
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ASCORBIC ACID TABLETS 
PiBpMrtioii off tho ssfflpto 

1. Weigh 1 tablet and calculate the amount equivalentto 0.30 g of ascorbic acid. 

2. Gfind the tablets, weigh out die above-calculated equivalent amount as 
powdered material and uae diracdy as tbe test substance, dividing it 1^ 
equal parts. 

3. Shake 4 parts of the test substance with 20 ml of watei; filter and use the 
filtrate as the test solution. 

4. Suspend 1 part of the test substance in 10 ml of ethanol (-750 g/1) TS. Place 
3 strips of fiher-papcr into the suspension and allow the solution to ascend 
for about 4 cm. Take out the strips, cut away the lower dipped portion as well 
as the part that has not been wetted bv the solution and dry the remaining 
part of the strips in air at room temperature (test papers). 

NNnuiy T0ns 

Heating behaviour. Heat a small quantity of the test substance in a test-tube; it 
melts, acquires a brown colour and has an odour resembling caramel. Ignite the 
melt; it swells and burns. 

Colour and other reactions 

1. To 2.0 ml of the test solution add 1 .0 g of sodium hydrogen carbonate R and 
20 mg of ferrous sulfate R; a violet colour is produced. Add 2.0 ml of 
hydrochloric acid (~70 g/1) TS; the colour disappears. 

Alternative test by filter-paper technique: 

On a test paper place 1 small drop of sodium hydrogen carbonate (40 g/1) TS, 
followed by 1 drop of ferrous sulfate (15 g/1) TS; a violet spot is produced. 
Then apply, at the same place on the test paper, 1 drop of hydrochloric add 
(~70 g/1) the spot disappears. 

2. To 2.0 ml of the test solution add 0.5 ml of potassium permanganate 
(10 g/1) TS; the initial violet colour is immediately discharged but a sii^t 
brown precipitate nuy appear. 

Alternative test by filter-paper technique: 

On a test paper place 1 drop of potassium permanganate (10 g/1) TS; the 
violet colour is discharged but a brown spot appears. 

3. To 2.0 ml of the test solution add 2-3 drops of silver nitrate (40 g/1) TS; a dark 
grey precipitate is produced. 
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Alternative test by filter-paper technique: 

On a test paper place 1 drop of silver nitrate (40 g/1) TS; a dark grey spot is 
produced. 



ATROPINE SULFATE INJECTION 

DetCflptl0ll.The injecti<m it asterflesoIttrionusuaBy containing 03-l»0ing of 
atropine sul^tte in 1.0 ml of a suitable vehicle. 

PnpmllMl of ths sampto. Pool the contents of the ampoules equivalent to 

20 mg of atropine sulfate. If necessary, leduce the volume to about 25 ml on a 
water-bath or dilute it to 2 5 ml with water and use difecdy as the test solution, 
ilividing it into 2 equal volumes. 

MMttty tests 

Cokmr ana other macOons 

1. Evaporate 1 volume ot the test solution to dryness on a watcr-bath. To the 
cooled, white residue add 5 ml of dehydrated ethanol R, shake and hlter. 
Evaporate the filtrate to dryness on a water-bath, add 3 drops of nitric add 
(-1000 g/l) TS to the residue and again evaporate to dr)naess. Cool the 
residue and add 4 drops of potassium hydixnide/etfaanol TS; a brownish 
violet colour is produced, which slowly disappears and a yellow residue 
remains. 

2. To 1 volume of the test solution add a few drops of hydrochloric acid 
(-70 g/1) TS and a few drops of barium chloride (50 g/1) TS; a white 
precipitate is produced. 



AZATHIOPRINE TABLETS 

Description. Each tablet usually contains 50 mg of azathioprine. 
Preparation of the sample 

1. Weigh 1 tablet and calculate the amount equivalent to 0.075 g of aza- 
thioprine. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance, dividing it into 3 
equal parti. 

Meniny leen 

Colour and other reactions 

1. Heat 1 part of the test substance with 100 ml of water and filter. To 5 ml of 
the filtrate add 1 mi of hydrochloric add (-250 g/1) TS and 10 mg of zinc R 
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powder and allow to stand for 5 minutes; the solution becomes yellow. 
FUtei^ cool in ice and add a few drops of toctiom mm 
drops olnil^Mnic acid (100 g/l)TS.Sliakeiuidi the bubbles disappear. Add 
1.0 ml ol 2-naphrhoi IS; a pale pink precipitate it produced. 

2. Fuse 2 parts of the test substance with 0.05 g of potasshim nitrate R and 
0.1 g of potassium hydroxide R. Cool, dissolve the residue in 20 ml of water 
and filter. To 5 ml of the filtrate add 1 .5 ml of hydrochloric acid ("•70 g/1) TS 
and 03 ml of banum cbloxide (50 g/1) TS; a white turbidity is produced. 



BENZYL BENZOATE LOTION 

Description. The lotion usually contains 250nigof benzyl benzoate suspended 
or dispersed in 1.0 mi of a suitable vehicle. 

Preparation of the sample. Dissolve a volume of the lotion equivalent to 
2.5 g of benzyl benzoate in 25 ml of ethanol (-750 g/1) TS and filter. Add 10 ml 
of sodium hydroxide (-80 g/1) TS and evaporate the ethanol on a water-bath. 
Cool the aohtiim and shake tt with 15 id of ell^l aoeCitte R. Keep die aq^^ 
layer as the test sohition. Vash the ethyl acetate layer with 10 ml of sodium 
hydroodde g/1) IS^ fiker and evaporate to a low vohuK on a water-ba^ 
Use the oily oolouiless liquid as the test liquid. 

IdMtllytMls 

HisatlllPlf MMvfocr. cautioi^ 

bursts into flame and bums wiih a father sooty flame. 

Colour and other reactions 

1. To 1 or 2 drops of the test liquid add 5 ml of sodium carbonate (50 g/1) TS 
and 5 drops of potassium permanganate (10 g/1) TS; an odour of benzal- 
dehyde is perceptible. 

2. Neutralize the test sohition with faydrochloiic add (~70 g/1) TS and add 
1.0 nd of fiercic chloride (25 g/1) TSs a reddish brown prec^taie is 
Shake die predpitout mixtttie with 10 ml of hydrochloric add (~70 g/1) 1^ 
a voluminous white predpitate is formed. 



BENZYLPENICUUN POTASSIUM POWDER FOR INJECTION 

Description. Each vial contains a sterile powder usually equivalent to 0.6- 
3.0 g (1-5 miUion lU) of benzylpenicillin potassium. 

PP8p8nrtlon of tfw swnpto 

1. Weigh the contents of 1 vial and calculate the amounts equivalent to about 
5 mg, 0.04 g and 0.10 g of benzylpenicillin potassium. 
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2. Empty the vials, weigh out the adx>ve'Calculatedeqiuval^ 

dimdy: aboutS mg for test fubfttnce 1; 0.04 g for tsestsobstanoe 2, divided 
into 4 equal parts; 0.10 g for test substance 3. 

3. Suspend test substance 3 in 5 ml ofetlianol (-750 g/1 yiS, place a strip of 

filter-paper into the suspension and allow the solution to ascend for about 

4 cm. Take outthestr^, cut away the lower dipped portion as well^the part 
that has not been wened by the solution and dry the remaining part of the 
strip in air at room temperature (test paper). 

Identity tests 

Colour and other reactions 

1. Dissolve 1 part of test substance 2 in 3 ml of water, add 0. 10 g of hydroxyl- 
amine hydrochloride R and 1.0 ml of sodium hydroxide (~80 g/1 )TS, and 
allow- to stand for 5 nunutes. llien add 1.3 ml of hydrochloric add 
(-70 g/1) TS and 03 ml of ferric cUoride (25 g/1) TS; a violet-red colour is 
produced. 

A&enuthe test by fiUer-faper technique: 

On the test paper place 1 drop of hydroxylamine hydrochloride (10 g/lTSX 
followed by 1 drop of sodium hydroxide (~80 g/1) TS and allow to react for 

5 minutes. Then apply, at the same place on the test paper, 1 drop of 
hydrochloric acid (-70 g/1) TS and 1 drop of ferric chloride (25 g/1) TS; a 
violet-red ring is produced. 

2. Dissolve 1 partoftestsubstance2inafewdropsof ethanol(~750g/l)TSand 
add 1.0 ml of water and 2 drops of ferric chloride (25 g/1) TS; a yellowish 
precipitate Is produced. 

3. To 10 mg of p«raforma]deh3rde R dissolved in about 1 ml of sulfuric add 
(••l 760 g/1) IS add a few crystals of test substance 1 ; a cokniriess solution is 
produced. Heat the sohitioo in a water-bath for 2 minutes and cool; die 
colour changes to brown-red. 

4. Dissolve 2 parts of test substance 2 in 2.0 ml of water, acidify with 2-4 drops 
of glacial acetic acid R and add 1 .0 ml of sodium cobaltinitrite (100 g/1) TS; 
an orange-yellow predpiute is produced. 

BENZYLPENICILUN POTASSIUM TABLETS 

Description. Each tablet contains benzylpenicillin potassium usually equiva- 
lent to 60-500 mg (100 000-800 000 lU) of benzylpenicilHn. 

PiBPflnrtton off the SMiipto 

1. Weigh 1 tablet and calculate the amounts equivalent to 40 mg, about 1 mg 
and 0.10 g of benzylpenicillin. 
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2. Grind the ublets, wei^ out the above-calculated equivalent amounts 
as powdered material and use directly: 40 mg for test substance 1, divided 
into 4 equal parts; about 1 mg for test sulMtanoe 2: and 0.10 g for test 
substance 3. 

3. Suspend test substance 3 in 5 ml of ethanol (-750 g/1) TS. Place a strip of 
filter-paper into die suspension and allow the solution to ascend for about 
4cm.laj»outtliestrip,cutawa7thelowcrdipped pordonaswellastfaepart 
that bas not been wetted by thesohitionanddry the remaining part of the 
strip in air at room temperature (test paper). 

NMnDlif IBBIS 

Colour and other reactions 

1. To 1 part of test substance 1 add 3 ml of water, shake and filter. To the filtrate 
add 0.10 g of hydroxylaminc hydrochloride R and 1.0 ml of sodium 
hydroxide (-80 g/1) TS and allow to stand for 5 minutes. Then add 1.3 ml of 
hydrochloric acid (-70 g/1 )TS and about 0.5 ml of ferric chloride (25 g/1) TS; 
a violet-red colour is produced. 

Altemathe test ky fikep-paper technique: 

On the test paper place 1 drop of hydroxylaminc hydrochloride (10 g/l)TS, 
followed by 1 drop of sodium hydroxide (-80 g/1) TS and allow to react for 
5 minutes. Then apply, at the same place on the test paper, 1 drop of 
hydrochloric acid (-70 g/1) TS and 1 drop of ferric chloride (25 g/1) TS; a 
violet-red ring is produced. 

2. To 1 fMTt of test substance 1 add a few drops of ethanol (~750g4) IS and 

1.0 ml of water, shake and filter. To the fUtrate add 1-2 drops of ferric 
chloride (25 g/1) TS; a yellowish precipitate is produced. 

3. To 10 mg of paraformaldehyde R dissolved in about 1 ml of sulfuric acid 
(~1 760 g/1) TS, add test substance 2; a colourless solution is produced. Heat 
the solution in a water-bath for 2 minutes and cool; the colour changes to 
yellow-brown. 

4. To 2 parts of test substance 1 add 2.0 ml of water, shake and filter. To the 
filtrate add 2-3 drops of glacial acetic acid R and 1.0 ml of sodium cobald- 
nitrite (100 g/1) IS; an orange-yellow precipiute is produced. 



BENZYLPENICILUN SODIUM POWDER FOR INJECTION 

Description. Each vial contains a sterile powder usually equivalent to 0.6- 
3.0 g (1-5 million lU) of benzjdpenicillin sodium. 

Pro|MMf9liOII €f tiM SMipte 

1. Weigh the contents of 1 vial and calculate the amounts equivalent to about 
25 mg, 0.04 g and 0.10 g of benzylpenicillin sodium. 
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2. Empty the vials, weigh out the above-calculated equivalent amounts and use 
directly: 25 mg for test substance 1, divided into 5 equal parts; 0.04 g f or test 
fubftuioe 2; 0.10 g for tett subttance 3. 

3. Stttpend test substance 3 in 5 ml of ethanol (">750 g/1) TS, place a strip of 
fiber-paper into the suspension and allow the solution to ascend for about 

4 cm. Take outtliestr^, cut away the lower dipped portion as well as the part 
that has not been wetted by the solution and dry the wiinaining part of the 
strip in air at room temperature (test paper). 

Montity tests 

AlBftftyte/iavtour.Afew crystals of the test substance mdtatabout228Xwith 
decon^KMition (turning black). 

Colour and other reactions 

1. Dissolve 2 parts of test substance 1 in 3 ml of water, add 0.10 g of 
h y d roxy l amine hydrochloride R and about 0.4 ml of sodium hydroxide 
(-80 g/i)TS and allow to stand for 5 minutes. Hien add 13 ml of hydro- 
chloric add (~70 g/l)TS and 03 ml offerric chloride (25 g/l)TS;aviolet-red 
colour is produced. 

Akemative test hy filter-paper technique: 

On the test paper place 1 drop of hydroxylamine hydrochloride (10 g/1) TS, 
followed by 1 drop of sodium hydroxide (-80 g/1) TS and allow to react for 

5 minutes. Then apply, at the same place on the test paper, 1 drop of 
hydrochloric acid (-70 g/1) TS and 1 drop of ferric chloride (25 g/1} TS; a 
violet-red ring is produced. 

2. Dissolve 2 parts of test substance 1 in a few drops of ethanol (-750 g/1) TS 
and add 1.0 ml of water and2 drops of ferric chloride (25 g/l)TS; a yellowish 
precipitate is produced. 

3. To 10 mg of paraformaldehyde R dissolved in about I ml of sulfuric acid 
(-1760 g/1) TS add a few crystals of test substance 1; a light yeUow colour 
is produced. Heat the solution in a watei^bath for 2 minutes and cool; the 
colour changes to brown-red. 

4. Dissolve test substance 2 in 2.0 ml of water, acidify with 2-4 drops of glacial 
acetic acid R, filter and to the filtrate add 1 .0 ml of magnesium uranvl acetate 
TS or zinc uranyl acetate TS. Scratch the inside of the tube with a glass rod 
to induce crystallizadon; a yellow, crystalline precipitate is produced. 



BETAMETHASONE TABLETS 

DMcrtptkm. Each tablet usually contains 250-600 mg of betamethasone. 
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PraporaUon or tiM SMMris 

1. Weigh 1 tablet and calculate the amount equivalent to 30 mg of beu- 
methasone. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material, shake it with 10 ml of chloroformR,filtei;evaporatetIie 
filtrate to dryness on a water4>ath and use the residue as the test iubstance* 

Identity tests 

Colour and other reactions 

1. To 5 mg of the test substance add 1 drop of formaldehyde/sulfuric acid TS; 
an orange coloiu: is produced. Heat on a water-bath for 1 minute; the colour 
changes to brown. 

2. Dissolve 5 mg of the test substance in 0.5 ml of methanol R, add 1 .0 ml of 
hot potassio-cupric tartrate TS, warm the solution on a water-bath, allow to 
cool and filter. Wash the filter with water; a red precipiute remains on the 
filter. 

3. Mix about 045 ml ofpotassiumdicfaromate (100 g/l)TS with about 03 ml 
of sulfiiric add (~1760 ^) IS and heat in a watei4Mth for 5 mi^ 
solution wets the sides of the tube. Add 15 mg of the test substance, shake 

well and heat again in a water-bath for 5 minutes; a violet-black colour is 
obtained and the solution no longer wets the sides of the tube. 

BETAMETHASONE VALERATE CREAM 

Description. The cream usually contains 1.2 mg of betamethasone valerate in 
1 g of a suitable base, equivalent to 1.0 mg of betamethasone per gram. 

Preparation of the sample. Withdraw an amount equivalent to 10 mg of 
betamethasone valerate, add 30 ml of medianol R and 20 ml of cydohexane R 
and shake wdL Sepantte the upper niedianol layer and wash it widi two 10-ml 
portions of cjrdcihexane R. Filter die methanol layei^ evaporate the filtrate on 
a water-bath to a volume of 10 ml and use as the test sofattion. 

Mentity tests 

Colour and other reactions 

1. Evaporate 2-3 drops of the test solution to dryness from a porcelain dish on 
a water-bath and add 1 drop of formaldehyde/sulfuric acid TS; an orange 
colour is produced. Heat on a water-bath for 1 minute; the colour changes 
to brown. 

2. Add 03 ml of hoc potassio-cupric tartrate TS to 2.0 ml of the yellow- 
coloured testsolution; the solution turns bhie. Warm die soludon for 10-15 
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minutet; tlie colour dumges graduaUy to green and a reddish-brown 
precipitate is produced. 

3. Mix about 0.15 ml of potassium dichromate (100 g/1) TS with about 0.5 ml 
of sulfuric acid (~1760 g/1) TS and heat in a water-bath for 5 minutes; the 
solution wets the sides of the tube. Cool and add carefully, drop by drop, 
3 nil of the test solution. Shake well and heat on an open flame for 1 5 minutes; 
the colour changes to dirty dark green with a violet-black tinge and the 
solution no longer wets the sides of the tube. 

BEIMMETHASONE VALERATE OINTMENT 

DMcrlptkMLTheoiBtiiieBtoontaiiis betamethasone valerate usually equivalent 
tol mg of betamethasone in 1.0 g of a suitable ointment base. 

Proponrtloii off tiM OMipte. ^Rlthdraw an amount equivalent to 10 mg of 
betamethasone valerate, add 30 ml of methanol R and 20 ml of cydohexane R 

andshake w c]]. Separate the upper methanol layer and wash it with two 10-ml 
portions of cyclohexane R. Filter the methanol layer, evaporate the filtrate on 
a water-bath to a Tohune of 10 ml and use as the test solution. 

Msntity teste 

Cotour and other reactions 

1. Evaporate2-3 drops of the test solution to dryness from a porcelain dish on 
a water-bath and add 1 drop of formaldehyde/sulfuric acid TS; an orange 
colour is produced. Heat on a water^Nrth for 1 mimitQ die colour changes 
to brown. 

2. Add 0.5 ml of hot potassio-cupric tartrate TS to 2.0 ml of the yellow- 
coloured test solution; the test solution turns blue. Warm the solution for 
10-15 minutes; the colour changes gradually to green and a reddish-brown 
precipitate is produced. 

3. Mix about 0.15 ml of potassium dichromate (100 g/1) IS with about OS ml 

of sulfuric add (-1760 g/1) TS and heat in a water-bath for 5 minutes; the 
solution wets the sides of the tube. Cool and add carefully, drop by drop, 
3 ml of the test solution. Shake well and heat onan open fl ame for 15 minute^ 
the colour changes to dirty dark green widi a violet-black tinge and die 
solution no longer wets the sides of the tube. 



BUPIVACAINE HYDROCHLORIDE INJECTION 

Description. The injection is a sterile solution usually containing 2.5-5.0 mg of 
bupivacaine hydrochloride in 1.0 ml of a suitable vehicle. 
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PlU nrH on of IImi MOipto. Pool die contents of the ampoules equivalent to 
20 mg of bupivacame hydrocUoride and use directly as the test solution, 
dividing it into 4 equal Tolunies. 

htontlty tostt 

Colour and other reactions 

1. To 1 volume of the test solution add 1 .0 ml of pyridine R, 0.5 ml of sodium 
hydroxide (-80 g/1) TS and 5 drops of benzenesulfonyl chloride R; a cherry 
red colour is produced. 

2. Evaporate Ivolnme of tiie test solution to dryness on a witef4iadL To il^ 
residue add a mixture 0II.O ml of sulfiuic add ("-1760 g/1) TS and 2 drops 
of formaldehyde TS, and warm on a water-bath for 1 minute; a reddish- 
brown to red colour is produced. 

3. To 1 volume of the test soluticm add about 0.5 ml of sulfuric add 
(-1760 g/1) TS, boil for 1 minute, cool and add 0.5 ml of sodium nitrite 
(10 g/1) TS. Allow to stand for 1 minute, then add 2.5 ml of sodium 
hydroxide (-80 g/1) TS and 1-2 drops of 2-naphthol TS; an orange to red 
colour is produced. 

4. To 1 volume of the test solution add 0.5 ml of nitric acid (-130 g/1) TS and 
5 drops of silver nitrate (40 g/1) TS; a white, curdy precipitate is produced, 
which is siduble in an excess of ammonia (-100 g/1) TS. 

BUSULFAN TABLETS 

DetCffiptkMl. Each tablet usually contains 2.0 mg of busuUan. The tablets may 
be coated. 

PvtpMtfltlofi of tho SMnpto 

1. If the tablets are coated, carefully remove die coating by scraping. Weigh 1 
tablet or core and calculate the amount equivalent to 60 mg of busulfan. 

2. Grind die tablets or cores, weigh out the above-calculated equivalent 
amount as powdered material, shake it with 30 ml of acetone R, fikei; 
evaporate the filtrate to dryness on a water-bath, crystallize from a small 
volume of acetone R, separate the crystals, dry themat 80 °Cfor2 hours and 
use as the test substance. 

NMiniiy iMis 

Melting point The test substance melts at about 117 °C. 
Colour and Other reactions 

1. Fuse 30 mg of the test substance with 25 mg of potassium nitrate R and 
0.05 g of potassium hydroxide R. Cool, dissolve the residue in 1 0 ml of water 
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and fflto:; To 5 ml ol tliefiltrate add 1.0 nd of hydrocUc^ 

and 03 ml of barinm ddoride (50 a liditte prec^tate is produced. 

2. Dissolve 20 mg of die test substance in 5 ml of water and add 1.5 ml of 
sodium hydroadde ('•80 g/1) TS. Heat until a clear solution is obtained; a 
diaractenstic, pungent odour is perceptible. Cool the solution and divide ic 

into 2 portions: (a) To 1 portion add 2-3 drops of potassium permanganate 
(10 g/1) TS; the purple colour changes to violet then to blue and finally to 
emerald green, (b) Acidify 1 portion with a few drops of sulfuric acid 
(-100 g/1) TS, add 2-3 drops of potassium permanganate (10 g/1) TS and 
shake; the purple colour of the permanganate is not discharged. 



CARBAMAZEPINE TABLETS 

DMcriptkNt Bach tablet usually contains 100-200 mg of carbamazepine. 

PVSfMMfVilOII of IIM MHHpiR 

1. Weigh 1 tablet and calculate the amount equivalent to 0^0 g of carba- 
mazepine. 

2. Grind the ublets, weigh out die above-calculated equivalent amount as 
powdered material, sluke it widi 10 nd of warm acetone R, fUter -wbile sdll 
wann, evaporatediefiltratetodiyness ona water-bath and dry at 80^ Use 
the residue as the test substance. 

Melting point The test substance melts at about 189 °C. 
Colour and other roactkms 

1, To 5 mg of the test substance add 1 ml of formaldehyde/sulfuric acid TS; a 
yellow colour is gradually produced which turns orange on standing. 

2. To 10 mg of the test substance add about 2 ml of nitric add (-1000 g/1) TS 
and heat in a water-both for 1 minutQ an orange colour is produced. 

CHARCOAL, ACTIVATED, TABLETS 

PM cHlitlo i t Eadi tablet usually contains 100-350 mg of activated charcoal 
Preparation of the sample 

1. Wei^ 1 tablet and caladate the amount equivalent to 1.5 g of acdvated 
charcoaL 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use directly as the test substance. 
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Colour and other reactions 

1. Heat a small qiiantity of the tett substance to redness; it bams slowly 
without a flame. 

2. Shake the remaining test substance with 30 ml of methylthioninium chlo- 
ride (1 g/1) TS or thionine (1 g/1) TS for 5 minutes and filtei^ a colourless 
solution is produced. 

Note, Some pharmaceutical aids, e.g., carmeUose, present in the f ormidation 
fbim a more or less gelatinous sohition after shaking, and may cause 
difficulties with filtering. Separate by centrifugation or use a sintered glass 
filter; observe only the fim few ml of the filtiate. 

CHUNtAMBUCIL TABLETS 

D d l C f lll Uo it Each tablet usually contains 2.0 mg of chlorambucil. The tablets 
may be coated. 

Preparation of the sample 

1. If the tablets are coated, carefully remove the coadng 1^ scraping. Weigh 1 
tabletorcoreandcalculatif the amount equivalent to 0.(g g^chlotambucil. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amount as powdered material, shake it with 20 ml of chloroform R, filter and 
evaporate the filtrate to dryness on a water-bath. Use the residue as the test 
substance. 

Colour and Other reactions 

1. Dissolve 10mgofthetestsubftanceinambaureofl.0mlof«cetooeRand 
1.0 ml of water. Add 1 drop of suHuric acid (-'1760 g/1) TS and a few drops 
of silver nitrate (40 g/1) TS; no opalescence is immetOately observed. Warm 
the sohition on a water-badi for 2-3 mimitns; an opalescence is obtained. 

2. To 30 mg of the test substance add 3.0 ml of hydrochloric acid {-70 g/1) TS, 

mix and allow to stand for 30 minutes, shaking occasionally. Filter, wash the 
residue with 5 ml of water (keep the filtrate for tests 3 and 4) and dry the 
residue at 105 °C for 3 hours; melting point, about 146 '^C. 

3. To 5 ml of the filtrate from test 2 add 0.5 ml of potassio-mercuric iodide TS; 
a Ught beige coloured precipitate is produced. 

4. Tft Ag«emammgfiltratefrftmte«t2a<l<i 3<lrnpji nfpnraMium permanganate 

(10 g/1) TS; the colour is discharge 
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CNLORAMPHENICOL CAPSULES 

PaacrillUon. Each csptule unialljr contams 250 mg of chloramphenicoL 

Pitpflralloii of Am SMnpto 

1. Weigh the contents of 1 capsule and calculate the amount equivalent to 
45 mg of chloram|>henicol. 

2. Empqr the capwilei, weigh out the abovc-calcalated eqnivalcnt amoiiat and 
iise directly as the test snbetance^dmding it into parts. 

HMml^lSnS 

Colour and other reactions 

1. To 2 parts of the test substance add 10 ml of water, 2.0 ml of sulfuric acid 
(-100 g/1) TS and 0.2 g of zinc R powder. Allow to stand for 10 minutes and 
filter. To 5 ml of the filtrate (keep the remaining filtrate for test 2) add a few 
d rops of nitric acid (- 1 30 g/1) TS and a few drops of silver nitrate (40 g/1) TS; 
a white, curdy precipitate is produced. 

2. To the filtrate from test 1 add 1-2 drops of sodium nitrite (10 g/1) TS. After 
a few minutea add 1.0 g of urea R and a solution of 10 mg of 2-napfaihol R 
dissolved in 2.0 ml of sodium hydroxide (~80 g/1) TS; a red colour is 
produced. 

3. Add 1 part dF die test substance to a mixture of 5 drops of liquefied phenol 
R and 0.20 g of potassium hydroxide R. Heat to boiling over a small flame 
and shake; a brown-red colour is produced. Add 2.0 ml of water; the colour 
turns to dark green. 

CHLX)RAMPHENICOL PALMITATE ORAL SUSPENSION 

Description. The suspension usually contains 2.6 g of chloramphenicol palmi- 
tate equivalent to about 1.5 g of chloramphenicol m 50 ml of a suitable vehicle. 

PraparaMon off tlM inyle ^ Pool die ooaitents of the containers equivalent to 
about 2 g of chloramphenicol and use direcdy as the test solution, dividing it 
into 4 equal volumes. 

imiiinjf mmis 

Colour and other reactions 

1. To 1 volume of the test solution add 10 ml of ethanol (-750 g/1) TS, shake 
to dissolve, and if necessarv, heat gently. Add 0.2 g of zinc R powder and 
2.0 ml of hydrochloric acid (-250 g/1) TS and allow to stand for 1 0 minutes. 
Filter and to the filtrate add 0.5 ml of sodium nitrite (10 g/1) TS and allow to 
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Stand for 2 minutes. Then add 1.0 g of urea R and a solution ccmtaining 
10 mg of 2-naphthol R in 2.0 ml ti sodium liydroxide (-80 TS; an 
orange-red colour is produced. 

2. Repeat test 1 but onoitting the zinc R powder; no red colour is produced. 

3. Dilute one-fourth of 1 volume of the test solution with 10 ml of water and 
filter, if necessary. Transfer the residue to a porcelain crucible, add 1 g of 
anhydrous sodium carbonate R and mix. Heat carefully over an open flame 
for 10 minutes, allow to cool and dissolve the residue in 10 ml of nitric acid 
(-130 g/1) TS. Filter, check for acidity of the filtrate (if needed, add more 
nitric acid) and add a few drops of silver nitrate (40 g/1) TS; a white, curdy 
precipitate is produced. 

4. Boil5drop8oftfaetestsolutioawith5ml(^sodium]iydroadde(*'80g/1)TS; 
the nuzture foams strong and a dark ydlow colour is produced. 



CHLORAMPHENICOL SODIUM SUCCINATE 
POWDER FOR INJECTION 

DetcrlfltkMl. Each vial contains a sterile powder of chloran^>heniool sodium 
suodnate usually equivalent to 1.0 g of chloramphenicol 

Preparation of the samplo 

1. Weigh the contents of 1 vial and calculate die amount equivalent to 1.0 g of 
chloramphenicol 

2. Empty the vial, weigh out the above-calculated equivalent amount, dissolve 
it in 5 ml of water and use direcdy as the test solution. 

Identity tests 

Coiour and Other reactions 

1. To 1 drop of the test solution add 5 ml of ethanol (-750 g/1) TS, 02 g of zinc 
Rpowder and 1.0 ml of sulfuric add (~ 1 OC g/1) TS and allow to stand for 10 
minutes. Filter, add 03 ml of sodium nitrite (10 g/1) TS to the filtrate and 
allow to stand for 2 miiwitiBS. Then add 1.0 g dF urea R and a solution 
containing 1 0 mg of 2-naphtfaol Rin2 ml of sodiumhydroxide (~80 g/l)T^ 
a red colour is produced. 

2. Repeat test 1 but omitting die zinc Rpowder; no red colour is produced. 

3. Heat carefully 1 drop of the test solution with 1 0 mg of resorcinol R and 3 
drops of sulfuric acid (~ 1 760 g/1) TS, cool and add 2 ml of water. Cool again 
and pour the solution into a mixture of 100 ml of water and 1 ml of sodium 
hydroxide (-400 g/1) TS; a yellow-green fluorescence appears, which disap- 
pears on the addition of 1.0 ml of hydrochloric add ("250 g/1) TS. 
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4. IiidK>duce tke test sohition into a nofdumino 
pktumm me sealed ijg^l^lllljcpd; a str^ 

CHLOROQUINE PHOSPHATE SYRUP 

Description. The syrup contains chloroquine phosphate usually equivalent to 
10 mg of chloroquine in 1.0 ml of a suitable vehicle. 

Proporatkm of the sample 

1. Pool the wdl-homogenized contents of the containers equivalent to 50 nig 
of chloroquine, and use directly as the test solution. 

2. Transfer the test solution to a separating funnel and add 25 ml of water and 
2.0 ml of ammonia (-100 g/1) TS. Extract twice with 25-nil volumes of 

chloroform R. Separate the chloroform layers, evaporate to reduce the 
volume to about 5 ml and use as test solution 1, dividing it into 2 equal 
volumes. Filter the aqueous layer through a filter-paper and use the filtrate 
as test solution 2. 

Identity tests 

Colour and other reactions 

1. To 1 volume of test solution 1 add 2.0 ml of hydrochloric add (-70 g/1) TS 
and 5 drops of potassio-mercuric iodide T^ a white or light yeUow 
precipitate is produced. 

2. Evaporate 1 volume of test solution 1 to dryness and fuse the residue with 
1 pellet of potassium hydroxide R. Dissolve the fused mass in 2 . 0 ml of water, 
filter, acidify the filtrate with 1.0 ml of nitric acid (-130 g/1) I S and add 5 
drops of silver nitrate (40 g/1) TS; an off-white, curdy precipitate is pro- 
duced. Add an excess of anunoma (-100 g/1) TS; the precipitate dissolves. 

3. To 2.0 ml of test solution 2 add 1.0 ml of silver nitrate (40 g/1) TS; a yellow 
precipitate is produced. To a portion of the precipitate add a few drops of 
mtric add (-ISO g/1) TS; a dear solution is obtained. To another portion of 
the precipitate add a few drops of ammonia ("100 g/1) TS and shake; the 
yellowpcedpitatedissolves butasmall amount of white precipitate remains. 

4. To 2.0 ml of test solution 2 add l.Omlof nitric acid (-130 g/1) TS and 1.0 ml 
of ammonium molybdate (95 g/1) T^ a yellow predpiute is obtained. 



CHLOROQUINE PHOSPHATE TABLETS 

Description. Each tablet contains chloroquine phosphate usually equivalent to 
150-200 mg of chloroquine. The tablets may be coated. 
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PPBpMTflliOII of fhO SMIipto 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amounts equivalent to 5 mg, 0.05 g and 
0.25 g of chloroquine. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amounts as powdered material and use directly: 5 mg for test substance 1; 
0.05 g for test substance 2; 0.25 g for test substance 3. 

3. Shake test substance! with 1.0 mi of wate^ filter and use tlw 
test solution. 

NMiniy mis 

Colour and other reactions 

1. Transfer test substance 2 to a small test-tube and fuse it with 1 pellet of 
potassium hydroxide R for approximatelv 5 minutes. Drop the red-glowing 
tube into a conical flask containing 2.0 ml of water. Filter the mixture into 
another test-tube, acidify with 1.0 ml of nitric acid (-130 g/1) TS and add 5 
drops of silver nitrate (40 g/1) TS; an off-white, curdy precipitate is pro- 
duced. Add an excess of ammonia (-100 g/1) TS; the precipitate dissolves. 

2. To the test solution add 1.0 ml ol silver nitrate (40 g/1) TS; a yellow 
precipitate is produced. To a portion of die precipitate add a few dropa of 
nitric acid (M30 g/1) TS; a dear solution is obtained. To another portion o^ 
the precipitate add a few drops o( ammonia (•lOO g^) TS and shake; the 
yellowpredpi tate dis B olves butasmaflanioumof wlfepred pi tsteien^ 

3. Shake test substance 3 with 20 ml of watei^ fiber and to the filtrate add 5 mi 

of a saturated solution of trinitrophenol R in water; a yellow precipitate is 

produced. Filter and wash the precipitate until the washing liquid becomes 
colourless. Collect the precipitate and dry in a desiccator over sulfuric acid 
(-1760 g/1) TS at room temperature; melting behaviour, about 207 °C 

CHLOROQUINE SULFATE TABLETS 

Description. Each ublet contains chloroquine sulfate usually equivalent to 
150-200 mg of chloroquine. 

PispmliQii of ttio sMipto 

1. Weight tablet and calaahte the aniounts equivalent to 50 mg and 60 mg of 
chloroquine. 

2. Grind the tablets, weigh out the above-calculated equivalent amounts as 
powdered material and use directly: 30 mg for test substance 1; 60 mgfor 
test substance 2, divided into 3 equal parts. 



Copy[iLjtited matBrial 



1 



RMflimy iiwn 

Co/o(/r afMf other reactions 

1. Addtettfubitaiioelto5iidof8u]furicicid(«1760g/l)TS;t^ 

mbcnire remains unchangol. Add 3 drops of potassittm dicliromate 
(100 g/1) TS; a red colour is produced wliich quickly changes to red-brown. 

2. Suspend 1 part of test substance 2 in 2.0 ml of water and add 5 drops of 
potasaio-mercuiic iodide XS; a faintly yellow, thick predpttate is produced. 

3. Shake 1 part of test substance 2 with 20 ml of water and filter. To the filtrate 
add 8 ml of trinitrophenol (7 g/1) TS. Filter, wash the precipitate with water 
until the filtrate is almost colourless, and dry the precipitate over silica gel, 
desiccant, R; melting behaviour, about 207 ^C. 

4. Suspend 1 part of test substance 2 with 10 ml of water and 1.0 ml of 
hydrochloric add(-'70g^)TS and fike&Tothe filtrate add 1.0 ml of barium 
chloride (50 g/1) IS; a white precipitate is produced. 

mlORPHENAMINE HYDROGEN MALEATE TABLETS 

Descriptioii. Each tablet usually contains 4 mg of chlorphenamine hydrogen 
malcatc. 

Preparation of the sample 

1. Weigh 1 tablet and calculate the amounts equivalent to 5 mg, 10 mg and 
40 mg of chlorphenamine hydrogoi maleate. 

2. Grind the tablets, weigh out the above-calculated equivalent amounts as 
powdered material and use directly: 10 mg for test substance l;2pordons 
of 5 mg for test substance 2; 40 mg for test substance 3. 

3. Shake test substance 1 with 3 ml of sodium nitrite (10 g/I)TS, filter and use 
die filtrate as test solution 1. Shake 1 portion of test substance 2 with 2.0 ml 
of water, filter and use die filtrate as test sohition 2. 

MMitity tesU 

Colour and other reactions 

1. Shake 1 portion of test substance 2 with 5 ml of chloroform R, filter and 
evaporate the filtrate on a water-bath. Dissolve the residue in 2.0 ml of water, 
add 3 drops of ferric chloride (25 g/1) TS and heat to boiKng; a yellow-orange 
colour is produced. 

2. Divide test solution 1 equally between two test-tubes. To one tube add 
1.0 ml of siilfanilic add TS. Heat both tubes to bcwling a yellow colour is 
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pcodiioed in the tteated test solntioii, the untreated solution remains a very 
fiaint pale yettow colour. 

3. To test solution 2 add 1 drop of potassium permanganate (10 g/1) the 
purple colour is discharged. 

4, Add about 20 ml of water to test substance 3, warm to dissolve it and filter. 
To the filtrate add 10 ml of a saturated solution of trinitrophenol R in water 
and warm on a water-bath for 5 minutes; a precipitate is produced. Filter, 
wash the precipitate with water, collect the precipitate and dry it at 105 *C 
for 1 hour; meltmg behaviour, about 196 °C with decomposition. 



CHUNIPIIOMAZINE HYDMK^^ 

Datcrtptioil. The syrup usually contains 25 mg of chlorproniazine hydro- 
chloride in 5 nd of a suitable vehide. 

PMpflralloii €f tlw SMIpIO 

1. To a stoppered flask transfer a volume of well-homogenized syrup equiva- 
lent to 50 mg of chlorpromazine hydrochloride and add 1 0 g of anhydrous 
sodium sulfate R and 25 nd of chloroform IL Shake for 3 minutes, £11^ 
chloroform layer and use the fOtrate as the test solution. 

Z Evaporate 1 5 ml of the test solution to dryness on a water-bath and use the 
residue as the test substance. 

Montity teste 

Cokyur and other reactions 

1. To 1-2 mg of the test substance add a few drops of sulfuric acid 
(~ 1 760 g/1) TS; a cherry red colour is produced which gradually changes to 
deep red (distinction ^om promazine). 

2. To 5 ml of the test solution add 1.0 ml of sodium metaperiodate (60 g/1) TS 
and 1.0 ml of sulfuric add ("-lOO g/1) TS. Shake vigorously and allow the 
layers to separate; the aqueous layer shows a red colour which fades slowly 
on standing and the chloroform layer acquires a piidt colour (distinction 
from promethazine). 

3. Dissolve 10 mg of the test substance in 5 ml of water and add about 2 ml of 
nitric acid (-1000 g/1) TS; a dark red colour is produced which suddenly 
fades to almost colourless. Add 2.0 ml of silver nitrate (40 g/l) TS; a white, 
curdy precipitate is produced. 
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CHLORPROMAZINE HYDROCHLORIDE TABLETS 

Descriptkm. Each tablet usually contains 100 mg of chlorpromazine hydro- 
chloriile. The tablet! 

Prapsratfon of Uw MHnpto 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amounts equivalent to 0.10 g and 10 mg of 
chlorpromazine hydrochloride. 

2. Grind tbe taUett or cores, weigh out the above-caleiikted equhrakiit 
amounti as powdered material mi use direcdy: 0.10 g for test substance 1, 
divided into 2 parts; 10 mg for test substance 2. 

3. Shake 1 part of test substance 1 with 5 ml of water, tilter and use the filtrate 
as test solution 1. Shake test 8ub8tance2 withS ml of chloroform R, filter and 
use the filtrate as test solution 2. 

Mentity tMts 

Colour and other reactions 

1. Shake 1 part of test substance 1 with 5 ml at chloroform R and filter. 
Evaporate 0.5 ml of the filtrate to dryness, add 2 ml of sulfuric acid 
(-1760 g/1) TS to the residue and allow to stand for 5 minutes; a rose-red 
colour is produced (distinction fix>m promazine). 

2. To test solution 2 add LOmlof sodiummetaperiodate(60g/l)TSand2.0ml 
of sulfuric add (-100 g/1) TS. Shake vigorously and allow the kyers to 
separate in the aqueous layer a vivid red colour is produced which fades 
slowly onstanding and the chloroformlayer acquires apink colour (distinc- 
tion from promethazine). 

3. To 1.0 ml of test solution 1 add 4 ml of water and about 1.5 ml of sodium 
hydroxide (-80 g/1) TS, mix and f ilter. To the filtrate add 1 .0 ml of nitric acid 
(~130 g/1) TS and a few drops of silver nitrate (40 g/l) TS; a white precipitate 
is produced. Add 1 .0 ml of ammonia (~ 1 00 g/1) TS; the precipitate dissolves. 

CIMEniNNE TABLETS 

DMerifrtlon. Each tablet usually contains 200 mg of dmetidine. 
Praparatkm of the Mmpto 

1. Weigh 1 tablet and calculate the amount equivalent to 60 mg of dmetidine. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance, dividing it into 3 
equal parts. 



Copyrighted material 



^•■MICTWWHHtFIMIIMIIWUIlCiLWMM 



Cdlour afKf ot/ier reactions 

1. Igiuteatin«M<pMnrityofthetettiufa«t«ncc;thcvapo^ 
nitrate paper R. 

2. To 1 part of the test substance add 10 ml of water, stir well and add a few 
drops of potaanum iodobismuthate/acedc add TS; an orange precipitate is 
produced. 

3. To 1 part of the test substance add 10 ml of water, 2 ml of diazobenzene- 
sulfonic acid TS and 2-3 drops of sodium hydroxide (-80 g/1) TS; a 
yellowish orange colour is produced. 

CLOMIFENE CITRATE TABLETS 

Deec riplkNi. Each tablet usually contains SO mg of domtfene citrate. 
PvBpMilioii off tiM Munpto 

1. Weigh 1 tablet and calculate the amount equivalent to 10 mg of clomifene 
citrate. 

2. Grind the tablets, weigh out the tbove-calcuhtecl equivalent emount as 
powdered material and use directly as the test substance, dividing it into 4 
equal parts* 

A^^^^A^. ^^^^^^ 

HMnmjf mn 

Colour and other reactions 

1. To 1 part of the test substance add 1 drop of sulfuric acid (~ 1 760 g/1) TS; an 
orange colour is produced which slowly changes to yellowish brown and 
finally to greenish brown. 

2. To 1 part of the test substance add 1 ml of formaldehyde/sulfuric acid TS;a 
purphsh brown colour is produced. 

3. Dissolve 2 parts of the test substance in 5 ml of a mixture of 1 volimie of acetic 
anhydride R and 5 vohunes of pyiidine R, and heat in a water-batb; a deep 
wine red colour is produced. 

CLOXACILLIN SODIUM CAPSULES 

DMeriptkm. Each capsule contains cloyadHin sodium usually equivalent to 
500 mg of doxarillin, 
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PPspMfsHoii of tiM SMfipto 

1. Weigh the contents of 1 capsule and calculate the amount equivalent to 
25 mg of cloxaciUin. 

2. Empty the capndes, weigh out the above-calculated equivalent amow^ 
use dixecdy as the test substance, dividing it into 5 equal parts. 

1,1- — ^ — - 

Colour and other reactions 

1. To 1 part of the test substance add 3 ml of water, shake and filter. To the 
filtrate add 0.10 gof hydroxvlaminc hydrochloride R and 1.0 ml of sodium 
hydroxide (~80 g/1) TS and allow to stand for 5 minutes. Then add 1.3 ml of 
hydrochloric acid (-70 g/1) TS and 0.5 ml of ferric chloride (25 g/1) TS; a 
violet-red colour is produced. 

2. To 2 parts of the test substance add 5 ml of ethanol (~750 g/1) TS, shake and 
filter Evaporate die fikraie usii^ a stream of air at room temperature. 
Dissolve the residue in2.0 ml of water and add 2.0ml of asohition composed 
ol 2.0 ml of pocassio-ciqpnc tartrate TS and 6 ml of water; a light blue 
solution is immediately produced. 

3. To 1 part of the test substance add 1.0 ml of water, shake and filtei; To the 
filtrate add 1 drop offerricchlohde(25g/l)TS;ayeUow-greenish precipitate 
is produced. 

4. To 10 mg of paraformaldehyde R dissolved in about 1 ml of sulfuric acid 
(~1760 g/1) TS add a trace of the test substance; a light yellow colour is 
produced. Heat the mixture in a water-bath for 2 minutes and cooli the 
colour of the solution changes to brownish. 

5. Moisten a small amount of the test substance with a few drops of hydro- 
chloric add (~250 g/1) TS and introduce it into a nonbminous flame using 
a nichrome or pladnum wire sealed to a glass rod; a brigbt yellow colour 
appears in the flame. 



CODEINE PHOSPHATE TABLETS 

Description. Each tablet usually contains 10-30 mg of codeine phosphate. 
Preparation of the sample 

1. Weigh 1 tablet and calculate the amount equivalent to 60 mg of codeine 
phosphate. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material, shake it with four 10-ml portions of ethanol (-750 g/1) 
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TSaiidfiker.£¥apontetliecoiiilmied£Qtr^ 
use the residue at the test substance. 

Menmy tests 

Cotour and other reactions 

1. Dissolve 10 mg of the test substance in 5 ml of sulfuric acid (-1760 g/1) TS, 
add 1 drop of ferric chloride (25 g/1) TS and, if necessary, heat gently; a 
violet-blue colour is produced. Add a few drops of nitric acid (~130 g/1) TS; 
the colour changes to dark red. 

2. Dissolve alxwt ling of die test substance ml ml o£li»^^ 
add TS; a dark violet colour is immediately produced. 

3. I>i8solve20mgof the test substance in 1.0 ml of water and add 1 drop o£ 

fenic chloride (25 g/1) TS; a precipitate is formed but no blue dngc is 
observed in the solution (distinction from morphine). 

4. Dissolve 10 mg of the test substance in 2.0 ml of freshly boiled and cooled 
water and add a few drops of silver nitrate (40 g/1) TS; a yellow precipitate 
is produced. Divide the solution with the precipitate into 2 portions. To 1 
portion add a few drops of nitric acid (~ 130 g/1) TS; the precipitate dissolves 
to a clear solution. To the other portion add a few drops of ammonia 
(~100 g/1) TS and shake well; again the precipitate dissolves to a clear 
solution. 



COLCHICINE TABLETS 

Ps iC lill U oi l . Each tablet usually contains SOO |ig of c ol c hicine . 
PvMMniion of tho arnnnki 

1. Weig^ltabletandcaloilatetheamoimteqfmknttoSmgofcokhid^ 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance^ dividing it into 3 
equal parts. 

Identity tests 

Colour and other reactions 

1. Suspend 1 part of the test substance in 2.0 ml of water and filter; the filtrate 
is colourless. Add a few drops of hydrochloric acid (-70 g/1) TS; the colour 
of the solution turns to yellow. 

2. To 1 port of the test substance add 1.0 ml of hydrochloric acid (-70 g/1) TS, 
heat to boiling for 2 minutes and add 3 drops of ferric chloride (25 g/1) TS; 
a deep yeUowish green colour is produced. 
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3. Suspend 1 part of the test substance in 1.5 ml of ethanol (~750 g/1) TS and 
filten Place a fiev drops oi die filtrate on aporcdain dish and evaporate to 
drjrnetf on a water-batL Mix the reddue with 3 drops of sul^iric add 
(•'1760g/l)TS;a]enionyel]owcolourisproduced. Add 1 drop of nitric add 
(«-1000 g/l)T% the colowchanga to gi«imish blue, tuni^ 
and finally yellowish. Following this add about 03 ml of sodium hydroxide 
(-200 g/1) TSs the colour turns to red. 



CYCLOPHOSPHAMIDE TABLETS 

Descrlptkm. Each ublet usually contains 25 mg of cyclophosphamide. Hie 
tablets may be coated. 

Praparation of the sample 

1. If the tablets are coated, carefully remove the coati ng by scraping. Weigji 1 
tablet or core and calailate the amount equivalent to OJ25 g of cyclo- 
phosphamide. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amount as powdered material and use directly as the test substance, dividing 
it into 5 equal parts. 

Identity tests 

Colour and other reactions 

1. Shakelpartofthetestsubctancewith5mlofwaterandfilter.Tothefiltrate 
add 5 ml of silver nitrate (40 g/1) a solution that is just sl^Jtdy opalescent 
is produced. Boil; a white precipitate is fbnned which is insoluble in nitric 
add (-130 g/1) TS but soluble in ammonia (-100 g/1) TS. 

2. Fuse 4 parts of the test substance with 0.06 g of potassium nitrate R and 
0.08 g of potassium hydroxide R. Dissolve the residue in 20 ml of water and 
filter. To 5 ml of the filtrate add 1.5 ml of hydrochloric acid (-70 g/1) TS and 
1.0 ml of anunonium molybdate (95 g/1) TS; a yellow precipiute is pro- 
duced. 



CYTARABINE INJECTION 

DMCltfllloil. Hie injection is a sterile soludon usually containing 20 mg of 
cytarabine in 1.0 ml of a suitable vehide. 

Preparation off the sample. Pool the contents of the ampoules equivalent to 
0.10 g of cytarabine and use direcdy as the test solution, dividing it into 5 equal 
volumes. 
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MBmlljr 1NIB 

Colour and other reactions 

1. To 2 volumes of the test soludon add 0.5 ml of hydrochloric acid (~70 g/1) 
TS and 4-5 drops of sodium nitrite (10 g/1) TS, and shake well. After 2-3 
minutes add 4-5 drops of 2-naphthol TS; a reddish yellow precipitate is 
produced. Shake the mixture; the colour of the precipitate turns to greenish 
black while the solution becomes reddish. 

2. Dilute 1 volume of the test solution with 1.0 ml of water, add 0.5 ml of 
sodium hydroxide (~80 g/1) TS and heat in a water-bath for 3 minutes. Cool 
and add oLs ml of copper(II) acetate (45 g/1) TS; a greenuh blue precipitate 
u fenned. Warmon a watei^bathfer 5 mmutes; the 

turns to reddish black. 

3. Dilute 2 volumes of the test solution with 5 ml of water and add 1.0 ml of 
hydrochloric acid (-70 g/1) TS. Warm on a water-bath for 5 minutes, cool 

and divide the solution equally between 2 test-tubes: (a) To one test-tube 
add a few drops of potassium permanganate (10 g/1) TS; the purple colour 
is discharged, (b) To the other test-tube add 0.5 ml of bromine TS and shake; 
the colour of bromine is discharged. 



DAPSONE TABLETS 

Description. Each tablet usually contains 50-100 mg of dapsone. 
Propsratfon of tiw MNnpto 

1. Weigh 1 tablet and calculate the amount equivalent to 0.10 g of dapsone. 

2. Grind the tablets, weigh out the above -calculated equivalent amount as 
powdered material, shake it with 10 ml of warm acetone R, filter, evaporate 
the filtrate, dry at 105 for 30 mmutei and use the rendue as the teat 
substance. 

NHmny ihib 

Melting point The test substance melts at about 174 °C. 
Cofour and Other reactions 

1. Dissolve 0.05 g of the test substance in 2.0 ml of hydrochloric acid 
(--70 g/1) TS, cool in ice and add 4 ml of sodium nitrite ( 1 0 g/1) TS. Allow to 
stand for 2 minutes then pour the mixture into 2.0 ml of freshly prepared 
2-naphthol IS containing 1.0 g of sodium acetate R; an orange-red precipi- 
tate is produced. 

2. Disaolve 10 mg of the test substance in 1.0 ml of hydrochloric acid 
(--70 g/1) TS» add 5 ml of water and about 0 J inl of formddefayde 
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mix; a milky suspension is produced which changes rapidly into a white 
precipitate. 



DBCAMETIIASONE TABLETS 

PeiCfl|ltion. Each tablet usually contains 03-4.0 mg of dexametfaaione. 
Pfspflratton off thft SMnpto 

1. Weigh 1 ubletandcalculatetheamount$equivalenttoabout2mgand5mg 
of dezanctbasone* 

2. Grind the tablets, weigh mt the above-calculated equivalent amounts as 
powdered material and use directly: 2 mg for test substance 1, divided into 
2 parts; for the preparation of test substance 2, incinerate the equivalent of 
5 mg with 1.0 g of calcium oaode R and use the white ashes obtained. 

Colour and other reactions 

1. To 1 part of test substance 1 add 2.0 ml of ethanol (-750 g/1) TS and shake. 
Then add 1 .0 ml of potassio-cupric tartrate TS and heat to boiling; an orange 
precipitate is slowly produced. 

2. Mix 2 drops of potasriumdichfomate (100 g/1) TS with 3 nil of sulfuric add 
(- 1 760 g/Q TS and heat on a water-bath for 5 minutes; the solution wets the 
sides of the tube. Add test substance 2 to this solution, shake well and heat 
again for 5 minutes on a water-bath; the colour turns violet-black and the 
solution no longer wets the sides of the tube. 

3. To 1 ml of formaldehyde/sulfuric acid TS add 1 part of test substance 1 and 
shake well; a yellow-orange colour is produced. Heat on a water>bath for 1 
minute; the colour changes to dark brown. 



DEXAMETHASONE SODIUM PHOSPHATE INJECTION 

DtiorlpllQii. The injection is a sterile solution of dezamethasone sodium 
phosphate usually containing the equivalent of 4.0 mg of dexamethasone in 
1.0 ml of a suitable vehicle. 

Praptration of the tampto. Pool the contents of the ampoules equivalent to 
50 mg of dexamethasone, ev ap orate to dryness on a water-baih and use the 
white or pale yellow, waxy rendue as die test substance. 
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Colour and other reactiorts 

1. Dissolve 5 mg of the test substance in about 2 ml of fulfuric add 

(~ 1 760 g/1) TS, and allow to stand for a few minutes; a yellow o r pale orange 
coloured solution is produced. Pour the solution into 10 ml of watcjr; the 
colour fades and a yellow floccuient precipiute may occiur. 

2. PI ace about 0.5 ml of chromic acid TS in a small test-tube and heat in a water- 
bath for 5 minutes; the solution wets the sides of the tube but there is no 
greasiiiesf.Addabout3 mg of thetettmbstance and agiin hot la > waier" 
bath for 5 numities; the aolutum no longer wets die sides of the tube and does 
not pour easily from the tube. 

3. Carefully heat 0.04 g of the test substance with about 2 ml of sulfuric acid 
(-1760 g/1) TS until white fumes are evolved; add nitric acid (-1000 g/1) TS 
drop by drop until oaddation is complete, and cool. Add 2.0 ml of water, heat 

until white fumes are again evolved, cool, add 10 ml of water, and neutralize 
with ammonia (- 100 g/1) TS using pl l-indicator paper R. Use this solution 
for reactions (a) and (b). (a) Introduce the solution into a nonluminous flame 
using a magnesia stick, or a nichrome or platinum wire sealed to a glass rod; 
the flame acquires a bright yellow colour, (b) To the remaining solution add 
5 ml of ammonium molybdate (95 g/1) TS, acidify with nitric acid 
(-130 g/1) TS, and hea^ a yellow-brcuwn precipitate is produced which is 
readily soluble in ammonia («100 g/1) TS (about 15 ml)] 

DIAZEPAM INJECTION 

PtlcHption. The injection is a sterile solution usually containing 5.0 mg of 
diazepam in 1.0 ml of asuitable vehicle. 

Preparation of the sample. Pool the contents of the ampoules equivalent to 
60 mg of diazepam and use directly as the test solution. 

Identity tests 

Colour and other reactions 

1. Toone-fifdi of thevolumeofdietestsolutixmaddaboutlmlof hydrochlo- 
ric add (*-250 g/1) TS and heat on a water-badi for 30 minutes; a yellow 
solution is produced. Cool and dilute with about 10 ml of ice-water; a 
yeUow, crystalline precipitate is formed. 

2. To four-fifths of the volume of the test solution add 10 ml of water and shake 
with 10 ml of chloroform R. Separate the chloroform layer and evaporate 

to dryness on a water-bath. Add 10 mg of triketohydrindene hydrate R and 
0.5 mi of ethanol (-750 g/1) TS. Heat on a water-bath for 2 mmutes and add 
5 ml of ethanol (-750 g/1) TS; a bluish colour is produced. To this solution 

Co\-j a uod material 
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add 2 drops of a nuzoire composed of 2 drops of copper(II) sutfate 
(160 g/l)'IS and 3.0 ml of wata; an orange-red colour is produced. 

DIAZEPAM TABLETS 

Pwcilptlon. Each tablet usually contains 2-5 mg of diaxepam. The tabiets may 
be coated and contain adye. 

Preparation of the sample 

1. If tlie tablets are coated, carefully remove tbe coating by scraping. Weigb 1 
tablet or core and calculate the amount e«piivalent to 0.20 g of diazepam. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amount as powdered material, shake it with two 5 -ml volumes of chloro- 
form R, filter, evaporate the combined filtrate to dryness on a water^bath 
and use the residue as the test substance. 

Identity tests 

Colour and other reactions 

1. Dissolve 0.10 g of die test substance in 3 ml of hydrochloric add ("250 g/1) 
TS and heat mi a water-bath for 30 minutes; a brownish yellow sohidon is 
produced. Cool, dilute widi about 10 ml of ice-water and allow to prec^- 
tate in a refrigerator overnight. Filter the crystalline precipitate, wash with 
water and dry at 80 for 2 hours; melting pointy about 94 ^ 

2. To 0.05 g of the test substance add 1 0 mg of triketohydrindene hydrate R and 
0.5 ml of ethanol (-750 g/1) TS; a pale yellowish green colour is produced. 
Then add 2 drops of a mixture composed of 2 drops of copper(II) sulfate 
(160 g/1) TS and 3 ml of water; the colovir changes to yellow-orange. 

3. To about 1 0 mg of the test substance add 5 ml of sulfuric acid (~5 g/1) TS and 
heat on a water-bath for 3-5 minutes; a pale yellow colour is prochiced. 

DIETHYLCARBAMAZINE DIIIYDROQEN CITRATE TABLETS 

Pe acH i i t l oit Each tablet usually contains 50 mg of diethylcaibamazine di- 
hydrogen citrate* 

nefMnmon or nw swnpie 

1. Weigh 1 tablet and calculate the amount equivaloit to 0 J g of diethyl- 
carfaamaMni? dihydrogen citrate. 

2. Grind the tablets, wei^ out the above-calculated equivalent amount as 
powdered material and use directly as the test substance. 
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Monllty teste 

Colour and other reactions 

1. Shake the test substance with 10 ml of water and filter. Transfer the filtrate 
to a separating funnel, add 1 ml of sodium hydroxide (-400 g/1) TS and 
extract with 20 ml, 1 5 ml and 1 0 ml of chloroform R. Keep the aqueous layer 
for test 2. Evaporate the combined chloroform extracts on a water-bath, 
towards the end drying with the aid of a current of ain Dissolve the oily 
residue in 10 ml of ethyl acetate R, warming the mixture to 50 °C, and pour 
into 2 ml of a solution containing 1 g of maleic acid R in 10 ml of acetone R, 
warming again to 50 °C. Cool, rub the inside of the tube with a glass rod to 
induce crystallizatioii, collect the white precipitate on a sintered-glass filter, 
wash twice with 1 ml of acetone R and once widi 5 nd of ediyl aceute R and 
dry in a dewccator; melting poin^ 126-128 ^C. 

2. Filter the aqueous layer from test 1 . Add 1 drop of phenolphthalein/ethanol 
TSand neutralize with sulfuric acid (~100 g/1) TS. Then add 2 miolmercuric 
sulfate TS, heat to boiling and add, drop by drop, potassium permanganate 
(10 g/1) TS; the purple colour is discharged and a white precipitate is 
produced. 



DIGITOXIN TABLETS 

Description. Each tablet usually contains 50-100 \tg of digitoxin. 
Preparation of the sample 

1. Weigh 1 tablet and calc u late the amount equivalent to 0.15 mg of digitoadn. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use directly as the test substance, dividing it into 3 
equal parts. 

Mentity teste 

Colour and other reactions 

1. To 2 parts of the test substance add 2.0 ml of a solution prepared by mixing 
0.5 ml of ferric chloride (25 g/1) TS with 100 ml of gjacial acetic add R and 
shake. Cautiously add this solution to form an upper layer above 1 ml of 
sulfuric acid (~ 1 760 g/1) TS; a brown ring, but no red colour, is produced at 
the junction of the two liquids and, after some time, the acetic add layer 
acquires a blue coloun 

2. To 1 part of the test substance add 5 ml of ethanol (-750 g/1) TS and 3 ml of 
alkaline trinitrophenol TS; an orange-yellow colour is produced slowly. 
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DIGOXIN INJECTION 



Description. The injection is a sterile solution usually containing 250 ^ of 
digonn in 1.0 nd of a tuitable vehicle. 

P wp wat lonofftlit iimiile. Pool tlie contents of die ampoules equivalent to 
IJmgof digoxin and use directly as the test solution, dhnding it into3equal 
volumes. 

Iddntity ttttts 

Colour and other reactions 

1. Evaporate 2 volumes of the test solution to dryness on a water-bath. To the 
residue add 2.0 ml of a solution prepared by mixing 0.5 ml of ferric chloride 
(25 g/1) TS with 100 ml of glacial acetic acid R and shake. Cautiously add this 
solution to form an upper layer above 1 ml of sulfuric add ("1760 g/1) TS; 
a brown ring, but no red c^our, is produced at the junction dF die two 
liquids and, after some time, the acetic add layer acquires a bluish green 
colour: 

2. To 1 volume of the test solution add 5 ml of ethanol (~750 g/1) TS and 3 ml 
of alkaKne trinitrophenol a yellow colour is produced which darkens 
wididme. 



DIGOXIN ORAL SOLUTION 

Description. The solution usually contains 50 pg of digoxin in 1.0 ml of a 
suitable vehicle. 

ffWjUI'allOll off ttie sample. Pool the contents of the containers equivalent to 

0. 25 mg of digoxin and use directly as the test solution, dividing it into 2 equal 
volumes. 

■J- Mala. I - - - 
MIMIDiy iMCS 

Colour and other reactions 

1. To 1 volume of the test solution add 2.0 ml of a solution prepared by mixing 
0.5 ml of ferric chloride (25 g/1) TS with 100 ml of glacial acetic acid R and 
shake. Cautiously add this solution to form an upper layer above 1 ml of 
sulfuric acid (~ 1 760 g/1) TS; a brown ring, but no red colour, is produced at 
the junction of the two hquids. 

2. To 1 volume of the test solution add 5 ml of ethanol (-750 g/1) TS and 3 ml 
of alkaline trinitrophenol TS; a yellow colour is produced, which darkens 
with time. 
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DIQOXIN TABLETS 

DtcH ii M oil. Each tablet uwially contains 0.0625-0^ mg of digodn, 
Pnipmlloii flf tli9 Minpto 

1 . Weigh 1 cablet and calculate the amount equivalent to about 1 mg of digoxin. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered nttterial and use direcdy as the test substance, dividing it into 2 
equal parts. 

Mdittty teste 

Colour and other reactioris 

1. To 1 part of the test substance add 2.0 ml of a solution prepared by mixing 
0.5 ml of ferric chloride (25 g/1) TS with 100 ml of glacial acetic acid R and 
shake. Filter and cautiously add the filtrate to form an upper layer above 1 
ml of sulfuric acid (~1760 g/1) TS; a brown ring, but no red colour, is 
produced at the junction of the two liquids and, after some time, the acetic 
acid layer acquires a bluish green colour. 

2. To 1 part of the test substance add 5 ml of ethanol (-750 g/1) TS and 3 ml of 
alkaUne trinitrophen<4T^ ayellow colour is produced, which darkens with 
time. 

DOPAMINEHYDROCHLORIDE ll^lctlON 

Oescriptfon. The injection is a sterile solution usually containing 40 mg of 
dopamine hydrochloride in 1.0 ml of a suitable vehicle. 

Preparation off ttia sample 

1. Pool the contents of the ampoules equivalent to 100 mg of dopamine 
hydrochloride and use direcdy as test solution 1, dividing it into 2 equal 
volumes. 

2. If necessary, dilute 1 volume of test solution 1 with water to 5 ml and use as 
test solution 2. 

3. Evaporate 1.0 ml of test solution 2 to dryness on a water-bath and use the 
residue as the test substance, dividing it into 2 equal parts. 

■ J. uttti I ^ 

luoiiucy iMwn 

Colour and other reactions 

1. Dilute 0.5 ml of test solution2 with water to 2.0 ml and add 5 drops of ferric 
chloride (25 g/1) TS; a green colour is produced. 
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2. Add 1 part of the test substance to 1 ml of formaldehyde/sulfuric acid TS; 
an intense violet colour is produced immediately. 

3. Dissolve 1 part of the test substance in 2.0 ml of soditun hydroxi K 
(-80 g/l)TS; the solution turns orange. Heat to boiling; vapours are evolved. 
Insert moistened pH-indicator paper R into the vapours; its coloration is 
changed to an alkaline range and the colour of the solution turns to dark 
brown. 

4. Dilute 03 ml ol test solut!oii2 with water to 2.0 ml, add 2 drops of nitric acid 
(*> 130 g/I) TS and 03 ml of silver nitrate(40 g/l)T^ a white, curdy precipitate 
is produced. 

5. To 1 volume of test solution 1 add 10 ml of a saturated soluiion of 
trinitrophenol R in water and mix. Filter the precipitate, wash first with 
watei^ dicn with a small volume of ethanol (-750 g/1) TS, and dry at 105 ^'Q 
melting temperature, about 202 with decomposition. 

DOXYCYCUNE HYCUTE CAPSULES 

DMCfflptlon. Each capsule contains dos^cydine hydate usuaUy equivalent to 
100 mg of doxycydine. 

PraiMratkNi of the sampto 

1. Weigh the contents of 1 capsule and calculate the amounts equivalent to 5 mg 
and 0.10 g of doxycydine. 

2. Empty the capsules, weigh out the above-calculated equivalent amounts 
and use direcdy: 5 mg for test substance 1 and 0.10 g for test substance 2. 

3. Shake test substance 2 with 10 ml of water, filter and use the filtrate as the 
test solution. 

lOBfimy wna 

Colour and other reactions 

1. To test substance 1 add about2 ml of sulfuric add (•'•1760 g^) TS; an intense 
yellow colour is produced. 

2. Heat carefully 2.0 ml of zinc chloride (500g/l)TSinaporcelain dish on a hot 
plate or over a small flame until a skin forms on the surface of the solution. 
Then add 2 drops of the test solution and continue to warm for 1 minute; the 
yellow colour imparted by the test solution becomes more intense. 

3. To 2.0 ml of the test solution add 1 drop of ferric chloride (25 g/1) TS; a dark 
red-brown colour is produced. 
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4. To2.0m] ofthetefttohmcmsddl 1 dropof allnlbepotastio-inefcuikiodk^ 
TS; a light yellow, line crystaOuie precipitate is fonnecL In an excess ol the 
reagent and on shaking the precipitate dissolves. 

5. To 1.0 ml of the test solution add 5 drops of silver nitrate (40 g/1) TS; a white, 
cyidy precipitate is formed wkick dissolves on additi<» of 1.0 ml <rf 
ammonia (~100 g/1) TS. 



EPHEORINE HYDROCHLORIDE TABLETS 

Description. Each tablet usually contains 30 mg of ephedhne hydrochloride. 
Preparation of the sample 

1. Weigh 1 tablet and calailatc the amount equivalent to 0.20 g of ephednne 
hydrochloride. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material, shake it with 10 mi of water, filter, evaporate the filtrate 
almost to dryness, allow to crystallize from watex^ separate the crystals, dry 
tliem at 105 ^ for 1 bour and use the dried material as the test substance^ 
dividing it into 4 equal parts. 

Msnmy teste 

Melting point The test substance melts at about 186 °C 

Colour and other reactions 

1. Dissolve 1 part of the test substance in 1.0 ml of water, add 1-2 drops of 
copper(II) sulfate (160 g/1) TS followed by 2.0 ml of sodium hydroxide 
(~80 g/1) TS; a violet colour is produced. To this solution add 2.0 ml of 
1-butanol R and shake; a reddish violet colour is produced in the butanol 
layei; 

2. Dissolve 1 part of the test substance in 5 ml of watei; add a few drops of 
sodium hydrcndde (~80 ^)TS andS ml of poiasrium fenicyanide (90 g/1) 
TS and beat on a wallel^ibad^ a cbatacteristic odour of benzaUebyde is 
pefoeptiUe. 

3. Dissolve 1 part of the test substance in 2.0 ml of water and add a few drops 
of nitric acid (-130 g/1) TS and a few drops of sihrer nitrate (40 g/1) TS; a 
white, curdy precipitate is produced. 

EPINEPHRME HYDROCHLORIDE OPHTHALMIC SOLUTION 

D t w i| |iU oii. The solurion contains epinephrine bydiocbtoride usually equiva 
lent to 20 mg of epin^brine in 1.0 ml of a suitable vehicle. 

Copyiiytited material 



TEST PROCEDURES • SI 



Preparation of tho samplo. Pool the contents of the containers equivalent to 
40 mg of epinephrineandusedirecdyasthetesttolutioa, dmdmgit into 4 equal 
volumes. 

RMiiDiy miB 

Colour and other reactions 

1. To 1 volume of the test solntioii add 1-2 drops of ferric chloride (25 g/1) TS; 
a green or emerald green colour is produced. Add 1 drop of ammoiiia 
(-260 TS; the colour of the solution changes to red. 

2. To 1 volume of the test solution add 2.0 ml of water and 0.5 ml of sodium 
nitrite (10 g/1) TS; within 10 minutes a deep red colour is produced. 

3. To 1 volume of the test solution add 2.0 ml of nitric acid (~130 g/1) I S and 
shake wdL Add 03 ml of silver nitrate (40 g/1) TS; a white precipitate is 
produced. 

4. To 1 volume of the test solution add 2-3 drops of sulfuric add (-1760 g/1) 

TS and 2.0 ml of ammonium molybdate (95 g/1) TS and mix; a yellow colour 
develops. Add 2.0 ml of sodium hydroadde (-80 g/1) TS; the colour of the 
solution changes to greenish yellow. 



ERGOMETRINE HYDROGEN MALEATE INJECTION 

Description. The injection is a sterile solution usually containing 200 |ig of 
ergometrine hydrogen maieate in 1.0 ml of a suiuble vehicle. 

Preparation of the sample. Pool the contents of the ampoules equivalent to 
1.0 mg of ergometrine hydrogen maieate and use directly as the test solution, 
dividing it into 5 equal volumes. 

NMnmy iMn 

Colour and other reactions 

1. Hie test solution shows a blue fluorescence in ultraviolet light (365 nm). 

2. To 1 volume of the test solution slowly add 2.0 ml of 4-diniethylaniino- 
benzaldehyde TS; a blue colour is slowly produced. 

3. To 2 volumes of the test solution add 3 ml of tartaric acid ( 1 0 g/1) TS and 5 
drops of ammonia (-100 g/1) TS and extract three times with 5 ml of 
chloroform R. Evaporate the combined chloroform layers to dryness using 
a stream of air. Dissolve the residue in 5 ml of tartaric acid (10 g/1) TS and 
add 2 drops of potssrio-mercuric iodide TS; no turbidity is produced 
(distincdon £rom ergotamine tartrate). 
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ERMMETMNE HYDROfllBi MAt£ATE TAHEI8 

Daieillilton. Each tablet uiually contaim 200 of ergometfine hydrogen 
maleate. The tablets may be coated. 

PPBiNNStfon of IIm Minpto 

1. If the tablets are coated, carefully remove the coatmg by scraping. Weigji 1 
tablet or core and calqiiate the amount equivalent to 2.0 mg of ergometrine 
hydrogen maleate. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amount as powdered material and use directly as the test substance, dividing 
it into 2 equal parts. 

3. Shake 1 part of the test substance with 5 ml of water, filter and use the filtrate 
as the test tohition. 

Colour and other reactions 

1. Hie test solution shows a blue fluorescence in uhraviolet light (365 nm). 

2. To 1.0 ml of the test solution slowly add 2.0 ml of 4Hlimethyianiino- 
benzaidehyde TS; a blue colour is slowly produced. 

3. To 1 part of the test substance add 10 ml of tartaric acid (10 g/1) TS, shake 
for 5 minutes and filter. To 5 ml of the clear filtrate add 5 drops of ammonia 
(-100 g/1) TS and extract three times with 5 ml of chloroform R. Evaporate 
the combined chloroform layers to dryness using a stream of air. Dissolve 
the residue in 5 ml of tartaric acid (10 g/1) TS and add 2 drops of potiiiio- 
mercuric iodide no tuibidity is produced (distincti<m from eigotamine 
tartrate). 

ERQOTAMINE TARTRATE TABLETS 

Description. Each tablet usually contains 2.0 mg ol ergotunine tartrate. The 
tablets may be coated. 

Proparatkm of the sampto 

1. If the tablets are coated, carefdly remove the coating by scnpin^ Weight 
tablet or core and calculate the anxnmt equivalent to 2.0 mg of ergotamine 
tartrate. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amount as powdered material, shake it with 20 ml of tartaricacid(10g/l)TS, 
filter and use the filtrate as the test solutioxL 
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CD/our and other reactions 

1. Tlietetttdution shows a blue fluorescence in ulon^ 

2. To 1.0 ml of the test solution slowly add 2.0 ml of 4-dimcthylammo- 
benzaldehyde TS and miiq a bluish violet colour is slowly produced. 

3. To 2.0 ml of the test solution add 2 drops of potassio-mercuric iodide TS; 
a white turbidity is produced (distinction from ergometnne hydrogen 
maieate). 

ERYTHROMYCIN ESTOLATE CAPSULES 

Description. Each capsule contains erythromycin estolate usually equivalent to 
125-250 mg of erydironiycin. 

PnpwBtloii of tli# ssinpto 

1. Weigh the contents of 1 capsule and calculate the amount equivalent to 
25 mg of erythromycin. 

2. Empty the capsules, weigh out the above-calculated equivalent amount and 
use duecdy as die test substance, dividing it into 5 equal parts. 

Colour and other reactions 

1. To 2 parts of the test substance add 2 drops of water and cautiously add 

2 ml of sulfuric acid (~1760 g/1) TS; a dark red-brown colour is produced, 
which on dilution with water gives a dark greenish solution. 

2. To 2 parts of the test substance add 2.0 ml of acetone R and 2 ml of 
hydrochloric acid (-250 g/1) TS, and heat gently to boiling; a pale orange 
colour is produced which changes inunediately to purple or deep violet. 
Add 2.0 ml of chloroform R and shake; die chl(»dbrm layer acquires a 
bluish green colour. 

3. To 1 part of the test substance add 1.0 ml of ethanol (~750 g/1) TS and add 

03 ml of potassium permanganate (10 g/1) TS; die puiple colour is dis- 
charged leaving a brownish precipitate. 



ERYTHROMYCIN STEARATE TABLETS 

Description. Each tablet contains erythromycin stcarate usually equivalent to 
250 mg of erythromycin. The tablets may be coated. 
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PiBpsnrtlofi of Um MMnpto 

1. If the tablets are coated, carefully remove the coating by scraping or by 
dissolving in acetone R and drying the core in air. Weigh 1 tablet or core and 
calculate the amounts equivalent to 20 mg and 0.10 g of erythromycin. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amounts and use direcdy: 20 mg fiw test sttbstaofie 1, dividing k 
part^lbr test substance 2, shake 0.10 g with 10 ml of cliloro£ormR,filte^ 
evaporate the filtrate to dryness on a water-bath and use the residue. 

ktontttylMtt 

Colour and other reactions 

1. To 1 part of test substance 1 add 2 drops of water and cautiously add 2 ml 
of sulfuric acid (-1760 g/1) TS; a dark violet-brown colour is produced 
which on dilution with water gives a brownish solution. 

2. To lpartofte8tsubstanoeladd2.0mlofaceiOfieRand2nilof hydrochloric 
add (-250 g/1) TS and shake; a pale orange colour is produced, which 
changes immediately to red or red-purple. Add2.0 ml of cUoroformRand 
shake; the chloroform layer acquires a purple colour. 

3. Gently heat test substance 2 with 10 ml of water and 5 ml of hydrochloric 
acid (~70 g/1) TS until the solution boils; oily globules rise to the surface. 
Cool, remove the fatty layer and heat it with 3.0 ml of sodium hydroxide 
(0.1 mol/1) VS. Allow to cool; the solution sets to a gel. Add 10 ml of hot 
water, shake and heat the mixture for 2-3 minutes; on shaking the solution 
froths. To 1.0 ml of the resulting solution add 2.0 ml of calcium chloride 
(55 g/1) TS; a granular precipitate is produced, which is insoluble in hydro- 
chloric acid. 



ETHAMBUTOL HYDROCHLORIDE TABLETS 

Pti ei iptlo n , Each tablet usually contains 100-500 mg of ethambutol hydro- 
chloride. 

Pnpwitioii off ths sMipto 

1 . Weigh 1 tablet and calculate the amounts equivalent to 0.075 g and 20 mg of 
ethambutol hydrochlocide. 

2. Grind the tablets, weigh out the above-calculated equivalent amounts as 
powdered material and use directly: 0.075 g for test substance 1; 20 mg for 
test substance 2. 
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identity tests 

Colour and other reactions 

1. Shake test fttbstancel with 5 ml <rf water and filter. To the ffltratead^ 
drops of copper(II) sulfate (160 g/1) TS and 1.0 ml of sodium hydroxide 
(~80 TS; a distinct bhie soludon is produced. 

2, Suspend test substance 2 in 3 ml of water and filter. To the filtrate add 

0.5 ml of nitric acid (-130 g/1) TS and 1.0 ml of silver nitrate (40 g/1) TS; a 
white precipitate is produced. Add a few drops of ammonia (-100 g/1) TS; 
the precipitate dissolves. 



ETHINYLESTRADIOL TABLETS 

DMCripUon. Each tablet usually contains 50 ^ of ethinylestradiol. The tablets 
may be coated. 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amount equivalent to 2.5 mg of ethinyl- 
estradiol. 

2. Giind die tablets or cores, wei^ out die above-'calculated equivalent 
amount as powdered material, shake it with 25 ml of dehydrated ethanol R, 
and filter. Use the filtrate as the test solution. 

NNmiiy iMn 

Colour and other reactions 

1. Evaporate 10 ml of the test solution to dr^'ness on a water-bath. To the 
residue add about 1 ml of sulfuric acid (-1760 g/1) TS; an orange solution is 
produced. Dilute the solution with 10 ml of water; a red-violet colour is 
produced. 

2. Evaporate 10 ml of the test solution to dryness on a water-bath. To the 
lendne add 03 ml of edianol ("750 g/1) TS and about 1 ml of sulfuric add 
(-1760 g/I) TS; an orange solution is produced which shows a green 
fluofesoence^ I^ute the solution with 5 ml of ethanol (-750 g/1) TS; a red- 
violet soludon is produced which shows a green fluorescence. 



FERROUS SULFATE TABLETS 

Description. Each tablet contains ferrous sulfate or dried ferrous sulfate usually 
equivalent to 60 mg of iron. The tablets may be coated. 
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1, If the tablets are coared, carefully remove the coating by scraping. Weigh 1 
cablet or core and calculate the amount equivalent to 0.3 g of ferrous sulfate. 

2. Gnnd the tablets or ooret» weigh out die above-calculated equivalent 
amoumaspowdered material and iiMdirecdyaa the test anb^ 

it into 3 eqiud parts. 

HMIIQIjr iMIB 

Colour and other reactions 

1. To 1 part of the test substance add 5 ml of water, then add ammonia 
(~100 g/1) TS drop by drop until a bluish-green precipitate is produced. 
Shake the mixture vigorously; the precipitate turns dark green, then green- 
ish brown and, on standing, brown. 

2. Add 1 part of the test substance to a mixture composed of 3 ml of water and 
4 drops of hydrochloric add (-70 g/1) TS, then add 1.0 ml of potassium 
fenic3famde (50 g/1) TS; a dark bhie precipitate is produced. 

AkmuthecoUmrtesb 

Sprinkle a few crystals of potassium ferricyanide R on a small quantity of 
moistened test substance; deep bfaie spots appear. 

3. Add 1 part of the test substance to a mixture composed of 3 ml of water and 
4 drops of hydrochloric acid (-70 g/1) TS, shake well and filter. Then add to 
the filtrate 1.0 mi of barium chloride (50 g/1) TS; a white precipitate is 
produced. 



FLUOROURACIL INJECTION 

Description. The injection is a sterile solution usually containing 50 mg of 
fluorouradl in 1.0 ml c»f a suitable vehicle^ 

Propanrtloii nT llw Mmpto. Pool die contents of the ampoules equivalent to 
250 mg of fluorouradl and add a few drops of hydrochloric add (-70 g^) TS 
until slightly acid to pH-indicator paper R. Filter, wash the prec^tate widi 
small amounts of watei^ dry it at 1 and use as the test substance. 

MentttytMto 

Cotour and other reactions 

1. To 0.05 g of the test substance add 5 ml of water and about 1 ml of bromine 
TS and shake; the colour is discharged immediately. 

2. Transfer 03 ml of chromic add TS to a small test-tube and heat in a water- 
bath for 5 minutes; die sotution wets the sides of the tube^ but there is no 
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> Add 2-3 mg of the test substance and again heat in a water-bath 
&r 5 mimitrs; the sohidon does not wet die sides o£ the tube and does not 
pour easily ficom the tube. 



FLUPHENAZINE HYDROCHLORIDE TABLETS 

Descriptk>n. Each tablet usually contains 0J5>5.0 mg of fluphenazine hydro- 
chloride. The tablets may be coated. 

Preparation of the sample 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh! 
tablet or core and calculate the amount eqtuvalent to 20 mg of fluphenazine 
hjrdrochloride. 

Z Grind the tablets or cores, weigh out the above-calculated equivalent 
amount as powdered matenal and use direcdy as the testsubstance, dividing 
it into 4 equal parts. 

Identity tests 

Colour and other reactions 

1. To 1 part of the test substance add 5 ml of ethanol (-750 g/1) TS, shake, and 
ca u tiously add about 2 ml of sulfuric add (-1760 g/1) TS; at the junction of 
die two s<^dons a pink colour is observed which becomes yellow on 
mixii^. 

2. To 1 part of the test substance add 2 ml of a mixture of 3 ml of sulfuric add 
(-'1760 g/1) TS and 2 drops of formaldehyde TS; an orange colour is 
produced. Heat on a water-bath for 2 minutes; the colour turns to dark 
brown. 

3. To 1 part of the test substance add 2.0 mi of water and filter. To the filtrate 
add 3 drops of potassium dichromaie (100 g/1) TS and shake; a yellow pre- 
cipitate is produced. 

4. To 1 part of the test substance add 2.0 ml of water, shake and filter. To the 
filtrate add 3 drops of nitric add (-130 g/1) TS; a white, curdy predpitate is 
produced. Add a few drops of anunonia ("•100 g/1) TS; the precipiute 
dissolves. 



FOLIC ACID TABLETS 

DMCripClon. Each tablet usually contains 1.0 mg of folic add. 



I 
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1. Weigh 1 cablec and calculate the amount equivalent to 50 mg of folic acid. 

2. Grind the tablets, weigh out the aboire-calculated equivalent amount as 
powdered material and use directly tt ihe test subttance^ 

equal parts. 

Colour and other reactions 

1. To 1 part of the test substance add 2.0 ml of hydrochloric acid (-70 g/1) TS, 
shake and filter. To the filtrate add 2 drops of liquefied phenol R and 3 drops 
of potassium bromate (15 g/1) TS; a dark red colour is produced. 

2. Prepare a suspension by adding 18 ml of water and 2.0 ml of ammonia 
(-100 g/1) TS to 4 parts of the test substance and shaking. To test-tube A 
transfer 5 ml of the suspension and add 0.5 ml of potassium permanganate 
(10 g/1) TS. To test-tube B transfer 1.0 ml of the suspension and add 5 ml of 
water. To bodi tubes add ZO Dd of sodhm nitrite (10 g/1) TS and 15 ml of 
hydrochloric add (-70 g/1) TS, mix and alloiw to ttand foarl mimitei. Then 
add to both tubes 03 ml of a aohition prepared by dissolving (X25 g of 
2-naphdiol R in 15 ml of sodium hydroxide (~80 g/l)TS; an intense reddish 
brown colour is produced in test-tube A, whereas a yellowish coknir is 
formed in test-tube B. 



FUROSEMIDE INJECTION 

Description. The injection is a sterile solution usually containing 10 mg of 
furosemide in 1.0 ml of a suitable vehicle. 

Preparation of the sampie. Pool the contents of the ampoules equivalent to 
40 mg of furosemide, evaporate to dryness on a water-bath, shake the residue 
with 10 ml of acetone R and fiheiL Evii^orate die filtrate to dryness on a water- 
bath and use the residue at the test substance. 

MWiQijr nan 

Colour and other reactions 

1. To 25 mg of the test substance add 5 ml of ethanol (-750 g/1) TS, heat on a 
water-bath for 2-3 minutes and add 3.0 ml of 4-dimethylaminobenzalde- 
hydeTS without shaking; a yellow-green colour is produced which changes 
to red starting from the bottom of the test-tube. 

2. Dissolve 5 mg of paraformaldehyde R in about 1 ml of sulfuric acid 
(- 1 760 g/1) TS and add 5 mg of the test substance; a yellow colour is obtained 
(retain die solution for test 3). 
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solution changes to red-brown. CarefiiUy add 10 ml of waterj the colour 
changes to light green. 



FUROSEMIDE TABLETS 

P Mcriptlon . Each tablet usually contains 40 mg of furosemide. 
Pnpanitkm of the sample 

1. Weight tablet and calculate the amounts equivalent to 40 mg and 5 mg of 
fuiosemide. 

2. Grind the tablets, weigh out the above-calculated equivalent amounts as 
powdered material and use direcdy: 40 mg for test substance 1; 5 mg for test 
substance 2. 

3. Shake test substance 1 with 10 ml of cthanol (-750 g/l)TS, filter and use the 
filtrate as the test solution. 

Identity tests 

Cotour and other reactions 

1 . To 5 ml of the test solution add 2.0 ml of 4-dimethylaminobenzaldehyde TS; 
adeep red colour is produced. 

2. Dissolve 5 mg of paraformaldehyde R in 1 ml of sulfuric acid (~ 1 760 g/1) TS 
and add test substance 2; a deep yellow colour is produced with a brownish 
tinge (retain the solution for test 3). 

3. Heat the solution obtained in test 2 on a water-bath for 5 minutes; the colour 
of the solution changes to red-brown. 



GLIBENCLAMIDE TABLETS 

Description. Each tablet usually contains 1.75-25 mg of glibenclamide. 

PiS|MMWtfoii ef tile esniple 

1. Weigh 1 tablet and calculate the amount equivalent to 50 mg of gliben- 
clamide. 

2* Grind the tablets, weigh out the above-calculated equivalent amount as 
po w dered material and use direcdy as the test substance, dividing it into 5 
equal parts. 
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Identity tests 

Colour and other reactions 

Is Mixlp«itolthetest8uWtancewitfa0.04gofa]iliyclraiisso£^ 

R and 0.04 g ci potaaahim cafbonate R. Ignite the mixture and cool. To the 
residue add 5 ml of hot watet; ttur well and filter. Acidify 2.0 ml of the filtrate 
with nitric add (~130 g/1) TS» and add 2 drops of silver nitrate (40 g/1) TS; 
a white precipitate is produced. Acidify a further 2.0 ml of the filtrate with 
hydrochloric acid (-70 g/l)TS^andadd 1.0 ml of barium chloride (50 g/i)TS; 
a white precipitate ia formed. 

2. Boil 1 part of the test substance with about 1 ml of sodium hydroxide 
(~200 g/1) TS; the fumes evolved change moistened red litmus paper R to 
blue. 

3. Extrag 3 parts of the test labitance with tfaieeiiicccwivepoit^^ 

10 ml, ol a mixture oH 2 volumes ol dicfalorometfaane R and 1 vohune of 
acetone R. Filter the extracts through the same dry filier>papei; evaporate 
die combined filtrate to dryness, recrystallize the residueusing a mixture of 

equal volumes of acetone R and methanol R, separate die crystals and dry 
at 105 '^Q melting temperature, about 169 ''C. Mix aportiofi of the residue 
with an equal amoimt of tolbutamide R;eutectic temperature^ about 114 **C. 



GLUCOSE INJECTION 

Description. The injection is a sterile solution usually containing 50-500 mg of 
glucose in 1.0 ml of a suitable vehicle. 

Preparation of the sample 

1 . Pool the contents of the containers equivalent to 0.25 g of glucose and use 
direcdy as the test solution. 

2. Evaporate the equivalent amount of about 0.25 g of glucose on a water-bath 
and use the viscous residue as the test substance. 



Heating behaviour. Heat gently a small quantity of the test substance; it 
becomes yellow, then brown, and an odour of burnt sugar is perceptible. Heat 
further to ignition; the melt swells, then bums and chars. 

Colour and other reactions. To 5 ml of the test solution add 1 .0 ml of potassio- 
cupric tartrate TS and heat on a water-bath for 10 minutes; a brick red 
precipitate is formed. 
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GLYCERYL TRINITRATE TABLETS 

Description. Each tablet usiiall)^ contains 500 ^ of glyceryl trinitrate. 
Preparation of tlie sample 

1. Weigh 1 tablet and calculate the amounts equivalent to about 1 mg and 5 mg 
of glyceryl trinitrate. 

2. Grind the tablets, weigh out the above-calculated equivalent amounts as 
powdered material and use directly: for test substance 1, shake about 1 mg 
with 10 ml of dehydrated ethanol R, filter, evaporate the filtrate to drv'ness 
uaing a ttream of air, and use the lesidu^ dividing it into 2 equal parts; 5 mg 
for test substance 2. 

■nenQiy iieen 

Colour and other reactions 

1. To 1 part of test substance 1 add 5 ml of water and a few drops of sulfuric 
acid (-100 g/1) TS. Then add 0.10 g of potassium iodide R and a few drops 
of starch TS and shake; the liquid remains colourless. Add 1.0 ml of sodium 
hydroxide (~80 g/1) TS and heat gently to boiling. Cool and add 3 ml of 
sulfuric acid ('-1 00 g/1) TS; a dark blue colour is produced immediately. 

2. To 1 part of test substance 1 add 3^ drops of sodium hydroxide (~80 g/1) 
TS and 3 ml of ferrous sulfate (15 g/1) TS and shake; a greenish brown 
precipitate is produced. 

3. Shalte test substance 2 with 3 ml of ethanol ('-750 g/1) TS and filter. To the 
filtrate carefully add 1 mlof diphenylamine/sulfuricaddTStofbnnalower 
layer; a dark blue colour is produoxl at the interfiice of the two layers. 



QRISEOFULVIN TABLETS 

Doscription. Each tablet usually contains 125-250 mg of griseofulvin. 
Preparation of the sample 

1. Vei^ 1 tablet and calculate the amount equivalent to 20 mg of griseofulvin. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance, dividing it into 4 
equal parts. 

Identity tests 

Metting behaviour. The test substance melts at about 216 with decomposi- 
tion. 
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Cotour and Other reactions 

1. Suspend 2 parts of the test substance in 1 .0 ml of ethanol (-750 g/1) TS, add 
0«20 g of sodium sulfite R and 1 .0 ml of sodiimi hydroxide (~80 g/1) TS. Heat 
on a water4Mtii and allofw to stand for about 10 mimitet; a Iraaon-yellow 
colour b produced. 

2. To Ipartoftlw test fubftance add about 1 ml offlutfuiic add (~1760 g/1) TS; 
a ydlow-orange colour is produced. Add 1 drop of potassium didiromate 
(100 g/1) the colour of the solution changes to wine-red. 



HAU)PER1D0L INJECTION 

Description. The injection is a sterile solution usually containing 3.0 mg of 
haioperidol in 1.0 ml of a suitable vehicle. 

Preparation of the sample 

1. Pool the contents of the ampoules equivalent to 20 mg of haioperidol and 
use directly as test sohition 1, dividing it into 2 equal volumes. 

2. To 1 volume of test solution 1 add 5 ml of water and 1.0 ml of sodium 
hydroxide (-80 g/1) TS, extract with 10 ml of chloroform R, filter and 
evaporate the filtrate to dryness. Use the residue as the test substance. 

3. Transfer half of 1 volume of test solution 1 to a porcelain or fused silica 
cnidble^ add 20 mg of anhydrous sodhmi cscbooate R and evaporate to 
dryness on a watei^batlL Heat until a white residue is obtained, dissolve it 
in 2.0 ml of water warming gendy on a water-badi, cool, neutralize with 
hydrochloric add ("70 g/1) TS and use as test solution 2, 

HNnuiy iNis 

MMirV polrit The tot sobitanoe mdiB at abott 
Colour and other reactions 

1. In a test-tube mix 1 drop of ferric chloride (25 g/1) TS with 1 drop of 
ammonium thiocyanate (75 g/1) TS, dilute with 10 ml of water and acidify 
with 1 drop of hydrochloric acid (-70 g/1) TS. To 1 .0 ml of this solution, add 
test solution 2 drop by drop; the red colour is discharged. 

2. Evaporatehalf of 1 volume of test solution 1 to dryness from a porodain 
dish on a water-bath. To the residue add 1 .0 ml of anmionium molybdate/ 
sulfuric add TS; a greyish blue colour is gradually produced. 
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HALOPERIDOL SOLUTION 

Descrifltion. The solution usually contains 2.0 mg of lialoperidol in 1.0 ml of a 
•uitaUe vdudc 

1. Pool the contents of the containers equivalent to 20 mg of haloperidoi and 
use directly as test solution 1, dividing it into 2 equal volumes. 

2. To 1 volume of test solution 1 add 5 ml of water and 1.0 ml of sodium 
kydroodde («-80 g/1) TS| extract with 10 ml of chlorolorm R, filter and 
evaporate the fitontte to dryness. Use the residue as the test substance. 

3. Transfer half of 1 volume of test solution 1 to a porcelain or fused silica 

crucihl^ add 20 mg of anhydrous sodium carbonate R and evaporate to 
dryness on a water-bath. Heat until a white residue is obtained, dissolve it 
in 2.0 ml of water, warming gently on a water-bath, cool, neutralize with 
hydrochloric add ('•70 g/1) TS and use as test solution 2. 

MenUty tests 

Melting pobvL The test substance melts at about 150 
Colour and other reactions 

1. In a test-tube miz 1 drop <rf ferric chloride (25 g/1) TS with 1 drop of 

with 1 drop cl hydrochloric add (-70 g/1) TS. To 1 .0 ml of dus solution add 
test solution 2 drop by drop; the red mlour is discharged. 

2. Evaporate half of 1 volume of rest solution 1 todryncssfrom a porcelain dish 
on a water-bath. To the residue add 1.0 ml of ammoniummolybdate/suifuric 
addTS; a greyish blue colour is grsdually produced. 



HALOPERIDOL TABLETS 

DsscriptkNI. Each tablet usually contains 2-5 mg of haloperidoi. 
PivpMllon off Um ssmpto 

1. Weigh 1 tablet and calculate the amount equivalent to 20 mg of halopcndoL 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use directly as test substance 1, dividing it into 2 
equal parts. 

3. Shake 1 part of test substance 1 with 10 ml of chloroform R for 5 mimites, 
filter into a porcelain or fiised silica crucible, add 20 mg of anhydrous 
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•ocUum cttlxmate R and evaponte to diynen oo 
white retkhie is obtained, diasolve it in 2.0 ml olwateiv wanning gently on 
a watcr4)«tfa, cool, netttrdiae with hydrocMoric add (•"70 g/1) T5 and use as 
the test aohition. 

4. To 1 part of test substance 1 add 10 ml of water and 1.0 ml of sodium 
hydroxide ("80 g/1) TS, extract with 10 ml of chloroform R, filter and 
evaporate the filtrate to dryness. Recrystallize the residue from ethanol 
(-750 TS and use as test substance 2. 

MMitltytMto 

MsMri^ jDOAiL Test substance 2 melts at about 150 ^ 

Colour maotion. In a test-tube mix 1 drop of ferric chloride (25 g/1) TS with 1 
drop of ammonium thiocyanatc (75 g/1) TS, dilute with 10 ml of water and 

acidify with 1 drop of hydrochloric acid (-70 g/1) TS. To 1 .0 ml of this solution 
add the test solution drop by drop; the red colour is discharged. 



HOMATROPINE HYDROBROMIDE OPHTHALMIC SOUJTION 

Description. The solution usually contains 20 mg of homatropine hydro- 
bromide in 1.0 mi of a suitable vehicle. 

PmimmMm of tiM tanirit. Pool the contents of the containefs eqi^^ 
SOmgofhomatrQpinehydrobromide,e¥aponttetodiynessonawattr-bath 
use Ae residue as the test substance. 

Colour and other reactions 

1. Heat cautiously in a dry test-tube 1 0 mg of the test substance with 2-3 drops 
of sulfuric acid (~1 760 g/1) TS until a brown colour is produced. Cooi, add 
5 ml of water and boil; an odour of benzaldehyde is perceptible. 

2. Place 5 mg of the test substance in a porcelain dish, add about 0.5 ml of nitric 
acid (~ 1 000 g/1) TS and about 0.5 ml of acetic anhydride R and evaporate to 
dryness on a water-bath; a yellow residue is obtained. To the cooled residue 
add 03 ml of acetone Rand a£ewdrops of potassium hydroodde/eiiianolTS; 
a violet colour is produced which disappean on standing. Repeat test 2 
without the add it ion of acetic anhydride R; no violet colour is produced 
(distinction from atropine and lyoscine). 



HYDROCHLOROTHIAZIDE TABLETS 

DMGiiptioiL £ach tablet usua% contains 25-50 mg of hydrochlorothiazide 
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TEST PROCEDURES • 6S 



Preparation of the sample 

1. Weigh 1 tablet and calculate the amount equivalent to 0.15 g of hydro- 
chlorothiazide. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use directly as the test substance, dividing it into 3 
equal parts. 

3. SoapendlptttofthetettsiibtttnoeinSmiofdeliydxaiiedetli^ 

a strip of fiter-paper into the suspension and, allow die solution to ascend 
for about 4 cm. '£tiat out the strip, cut away the lower dipped portion as well 
as the part that has not been wetted by the solution and dry the remaining 
part ol the strip in air at room temperature (test paper). 

Identity tests 

Colour snd othBr tBBCtions 

1. To 1 part of the test substance add 5 ml of sodium carbonate (50 g/1) TS, 
shake and filter. To the filtrate add 1.5 ml of potassium permanganate 
(10 g/1) TS; the colour of the solution turns from violet to brown and on 
standing a colloidal precipitate is produced. 

Abemathe test by filter-paper technique: 

On the test paper place 1 drop of sodium carbonate (50 g/1) TS followed by 
1 drop of potassiumpermanganate(10g^)TS; after afew minutes the colour 
of the spot tunas from violet to brown. 

2. Using a test-tub^ carefully fuse 1 part of the test substance with about 
0.1 g <^ quickly ground sodium hydroxide R, avoiding carbonizatioi^ 

ammonia is evolved. Insert moistened pH-indicator paper R into the 
vapours; its coloration is changed to an alkaline range. Dissolve the melt in 
2.0 ml of water. Filter and divide the filtrate into 2 equal volumes: (a) Acidify 
1 volume with 1 .0 ml of nitric acid (-130 g/1) TS and add a few d rops of silver 
nitrate (40 g/1) TS; a white, curdy precipitate is produced which dissolves in 
ammonia (-100 g/1) TS and reprecipitates upon addition of nitric acid 
(~130 g/1) TS. (b) To the second volume add iodine IS, drop by drop, until 
a pale yellow G«^nir«in>ears. Add afewdrops of barium diliM^ 
a white, crystalline precipitate is produced. 



IBUPROFEN TABLETS 

DatOfllMoii. Each tablet usually contains 200 mg of ibuprofen. 
Preparation of the eample 

1. Wei^ 1 tablet and calculate the amount equivalent to 03 g of ibuprofen. 
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2. Grind the tablets, weigh out the above-calcuhted equivalent amount as 
powdered material, shake it with 20 ml of acetone R, fiher and allow the 
filtrate to evaporate to dryness without heating. Crystallize the residue from 
10 ml of acetone R, separate the crystals, allow to dry in air and use the 
residue as the test substance. 

Idsiitl^y tssfts 

Melting point The test substance melts at about 76 
Colour and other reactions 

1, Dissolve 30 mg of the test substance in 2.0 ml of ethanol (-750 g/1) TS, dilute 
with 2.0 ml of water and add 0.05 g of sodium hydrogen carbonate R; a gas 
is evolved. 

2. To0«06gof the test substance add 6drops of thionyicMofideRand heat on 
a watei^th for 30 miimtes. Separately dissohw 0 JO g of hydtozyhunine 
hydrochloride R and 1 pellet of potassium hydroxide R in 5 ml of methanol 
BL Filter and transfer 2.0 ml of the filtrate to the above mixture. Heat 
carefully on a water-bath for 2 minutes, add 1.0 ml of hydrochloric acid 
(-70 g/1) TS and 3 drops of ferric chloride (25 g/1) a brownish red 
solution is produced. 



IMIPRAMINE HYDROCHLORIDE TABLETS 

Description. Each tablet usually contains 10-25 mg of imipramine hydro- 
chloride. The tablets may be coated. 

Preparation of the sample 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amoimta equivalent to 5 mg and 100 mg of 
imipramine hydrochlonde. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amounts as powdered material and use directly: 5 mg for test substance 1; 
100 mg for test substance 2, divided into 4 equal parts. 

3. Suspend2partsof test substance 2 in 10 ml of water, placet strip of filter- 
paper into the suspension aiid allow the solution to ascend for about 4 cm. 
Talse out the strip, cut away the lower dipped portion as well as the part that 
has not been wetted by the solution and dry the rrmaining part of the strip 
in air at room temperature (test paper). 

Identity tests 

Colour and other reactions 

1. Shake test substance 1 with 2.0 ml of water and filter. To the filtrate add 
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about 0^ ml of nitric add (•"1000 g/1) TS; an intoiie blue ookniris produced, 
which turns yellow on stuiding. 

AkeniMthe test by fiker-^aper techmque: 

On the test paper place 1 drop of nitric add («-1000 an intense blue 
spot is produoML 

2. To 1 part of test substance 2 add 2.0 ml of water, shake and filter. To the 
filtrate add a few drops of mercuric chloride (63 g/1) TS; a white turbidity is 
produced. 

3. To 1 part of test substance 2 add 2.0 ml of water, shake and filter. To the 
filtrate add a few drops of silver nitrate (40 g/1) TS; a white, curdy precipitate 
is produced. 



INDOMETACIN CAPSULES 

DaMripClon. Each capsule usually contains 25 mg of indometacin. 
PNpflratfon of tiM SMnpto 

1. Weigh the contents of 1 capsule and calculate the amount equivalent to 
50 mg of indometadn. 

2. Empty the capsules, weigjhouttfaeabove-calCTilatfd equivalent amount and 
use direcdy as the test substance, dividing it into 2 equal parts. 

Identity tMts 

1. To 1 part of the test substance add 1.0 ml of water and 1 drop of sodium 
hydroxide (-80 g/1) TS, shake and filter. To the filtrate add 1.0 ml of sodium 
nitrite (10 g/1) TS, allow to stand for 5 minutes and cautiously add about 
0.5 ml of hydrochloric acid (~250 g/1) TS; a green colour is produced. 

2. Mix 1 part of the test substance widi 2.0 ml of water and 2.0 ml of sodium 
hydroodde (-80 g/1) TS; a strong yellow colour is produced, which fades 
rapidly. 

KNHNE SOLUTION 

DMCllpllOII. The solution usually contains 25 mg of iodine and 25 mg of 
potassium iodide or sodium iodide equivalent to 25 mg oi irce iodine and about 
44 mg of total iodine in 1.0 ml of a suitable vehicle. 
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1. Pool the contents of the containers equivalent to 0.06 g of total iodine and 
use directly as the test solution. 

2. Evaporate half of the volume of the test solution to dryness on a water-bath, 
^nite to volatilize any free iodine and use the residue as the teit 
substance. 

Ill-— ill. I ^- 
NMmKy iNis 

Colour and other reactions 

1. Dilute 1 drop of the test solution with lOndofwiterandadd 1.0 mlof starch 
TS; a deep blue coknir it produced. 

2. Dissolve 5 mg of the test substance in 2.0 ml of water and add 5 drops of silver 
nitrate (40 g/1) TS; a yellow, curdy precipitate is formed which is practically 
insoluble in ammonia (~100 g/1) TS and in nitric acid (~130 g/1) XS. 

3. Dissolve 5 mg of the test substance in 2.0 ml of water, acidify with 0.5 ml of 
hydrochloric acid (~70 g/1) TS, add 5 drops of ferric chloride (25 g/1) TS and 
2.0 ml of cfalogoform R and ihak^ the chlomfofui layer aoquiica a violet 
colour. 

If the $olmtion contMmsfoUustMm iodide perfotm the following test: 

4. To 5 mg of the test substanoeadd 1.0 ml of water, shake to dissolve and place 

1 drop of this solution on a white tik. Sprinkle a lew ayatals d aodium 
cobaltinitrite R on to i^ a precipitate or turbidity i^pears (potaaiinm). 

// the solution contains sodium iodide perform the following test: 

5. Shake lOmgof the test substance with l.Omlof water, acidify with l-2drops 
of acetic acid (-300 g/1) TS and add 2.0 ml of magnesium uranyl acetate TS 
or zinc uranyl acetate TS; a light yellow, cryscalline precipitate is produced 
(sodium). 

I80NIAZID TABLETS 

□•■OljptlOH. Each tablet utually containi 100-300 mg of itoniazid. 

1. Weigh 1 tablet and calculate the amounts equivalent to 0.20 g and 40 mg of 
isoniazid. 

2. Grind the tablets, weigh out the above-calailatcd equivalent amoimti as 
powdered materid and use directly: 0 JO g (or test ffobatanoe 1, divided into 

2 equal parti; 40 mg for teat aubfOnce 2. 
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Colour and other reactions 

1. To 1 part <rf test substance 1 add 2.0 ml of water, shake and filter. Then add 
a mboure composed of 1 .0 ml of silver nitrate (40 g/1) TS and 1.0 ml of 
ammonia (~ 1 00 g/1) TS; bubbles of nitrogen evolve, the mixtu r c ru rns from 
yellow to black and a metallic silver mirror appears on the sides of the test- 
tube. 

2. To 1 part of test substance 1 add 1.0 ml of water and 1.0 ml of sodium 
hydroxide (-80 g/1) TS and shake; a dense mixture is formed. Then add a few 
drops of iodine TS; a transient blue colour may be observed, owing to the 
presence of starch, and bubbles of gas are evolved. 

5. Mix test substance 2 with 0.10 g of anhydrous sodium carbonate Replace in 
a dry test-tube and heat; pyridine, perceptible by its odour, is pxoduced 
(some pharmaceutical aids used in the fbnnuhtion may mask the odour). 



ISOSORBIDE MNITRATE TABLETS 

Dateffiplloil. £ach tablet usually contains 5 mg of isosorbide dinitrate. 
Prapavatton of the Mmple 

1. Wdgfa 1 tablet and cakulatc the amount equivalent to 60 mg of isosorbide 
dinitrate. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance. 

identity teste 

Colour and other reactions 

1. To the test substance add 6 ml of acetone R, shake and filter. Evaporate the 
filtrate to dryness on a water-bath and dissolve the residue in 8 ml of water. 
Keep half of this solution for test 2. To the remaining solution add 1.0 ml of 
sodhun hydrcndde (-80 g/1) TS and 0.10 g of zinc R powder and heat on a 
wmter^Mth for 5 minutes. Cool, filter and to 2.0 ml of the filtrate add 1 .0 ml 
of hydrocfaloiic add ('-70 g^ TS and 5 drops of sulfanilic acid TS and allow 
to sund for 5 minutes. Then add 1.0 ml of sodium hydroxide ("-SO g/1) TS 
and 3 drops of 2-ttqfthtliol TS^ an orai^ colour is devdoped. 

2. To the sohition Isept in test 1 add about 0.5 ml of sulfuric acid (~ 1 760 g/1) TS 
and a few crystals of ferrous sulfate R. Cautiously introduce about 2 ml of 
sulfuric acid (-1760 g/1) TS to form a lower layen a brown colour is 
produced at the interface of the two liquids. 
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LEVODOPA TABLETS 

DetOffiptkMl. Each tablet usually contains 250 mg of levodopa. 
Preparation of the sample 

1. Weigh 1 tablet and calculate the amounts equivalent to 0.15 gai^ 
levodopa. 

2. Grind the tablets, weigh out the above-calculated equivalent amounts as 
powdered material and use direcdy: 0.15 g for test substance 1; 5 mg for test 
substance 2. 

Identity tests 

Colour and other reactions 

1. Shake ten fubttance 1 with 5 ml o£ hot water. Divide the solution into 2 
volumes. To 1 volume add a few drops of ferric chloride (25 g^) a dark 
green solution is produced. Keep the remaining volume for test 3. 

2. Suspend test substance 2 in 1.0 ml of sulfuric acid (~5 g/1) TS, add 2«0 ml of 

water and 3 ml of ammonium molyhdate (95 g/1) TS and mix; a golden 
yellow colour appears. Add slowly, while mixing, 2.0 ml of sodium hy- 
droxide (-80 g/1) TS and allow to stand for about 5 minutes; a yellowish red 
solution is produced. 

3. To the solution kept in test 1 add about 0.5 mg of tnketohydrindene hydrate 
R and warm on a water-bath; a hlne-violet colour is produced. 

UDOCAINE OINTMENT 

DMoripttoii, llie ouitment usually contains mg of lid 
a suitable ointment base. 

Pmparatlon of tha laiiple. Withdraw and weigh an amotmt equivalent to 
(X20 g of lidocaine and use direcdy as the test sobstuioe, dividing it into 2 eqi^ 
parts. 

Identity teste 

Colour and other reactions 

1. Dissolve 1 part of the test substance in 2,0 ml of ethanol (-750 g/1) TS, add 
2.0 ml of copper(II) sulfate (160 g/1) TS and 1.0 ml of sodium hydroxide 
(~200 g/1) TS and mix; a strong blue colour is produced. 

2. Dissolve 1 part of the test substance in 1.0 ml of ethanol (-750 g/1) TS» add 
lOdrops of cobalt(II) chlonde(30 g/1) TS and shake; a bri^t green coloured 
sotution and a precipitate are produced. 
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UDOCAINE HYDROCHLORIDE INJECTION 

Description. The injectiofi is a tterile solution usually containrng 4-20 mg of 
Iklocaine hydrochloride in 1.0 ml of a suitable vehicle. 

riSfMHOTMNi othw smpM 

1. Pool the contents ot the ampoules equivalent to 0.30 g of lidocainc hydro- 
chloride and use directly as the test solution, dividing it into 4 equal volumes. 

2. Evaporate 2 volumes of the test solution to dryness on a water-bath and iise 
die residue as die test substance. 

Colour and other reactions 

1. Dissolve the test substance in 10 ml of water. Make the solution just alkaline 
with sodium hydroadde (~80 g/1) TS using pH-indicator paper R. Collect 
the precipitate on a small filter, wash it with water and transfer the crystals 
to a test-tube. Add 1 .0 ml of cthanol (-750 g/1) TS and 3-4 drops of cobalt(II) 
chloride (30 g/1) TS and shake; a blue precipitate is produced, the colour of 
which gradually changes to green. 

2. To 1 volume of the test solution add 3 drops of iodine TS; a brown precipitate 
is produced. 

3. To 1 volume of the test soludon add 1.0 ml of nitric add (-130 g/1) TS and 
1.0 ml of silver nitrate (40 g/1) TS; a white precipitate is produced. 



LITHIUM CARBONATE CAPSULES 

P^tcHllUon. Each capsule usually contains 300 mg of lidiium carbonate. 
Pispirallon of tiM SMnpto 

1. Weigh die contents of 1 capsule and calculate the amount equivalent to 
030 g of Cduum carbonate. 

2. Empty the capsules, weighoutdie above-calculated equivalent amount and 
use dunecdy as the test substance, dividing it into 6 equal parti. 

Identity teste 

Coiour and other reactions 

1. To 2 parts of the test substance add 1 .0 ml of hydrochloric acid (-70 g/1) TS, 
shake and filter. Neutralize the filtrate with a few drops of sodium hydrox- 
ide (0.1 moi/1) VS, add 2.0 ml of disodiuin hydrogen phosphate (100 g/i) TS 
and heat to boiling; a white precipiute is produced. 
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2. To2pamof tfaetcntubstanceadd l.Omlof futforicactd (MOO g/1) TS; 
effervescence occura and a colourless gas is erolved which exringiiishes a 
lighted flame. 

3. To 1 part of the test substance add 5 ml of water, shake and filter. To the 
filtrate add 0>25 ml of magnesium sulfate (50 ^1) TS; a fine, wfaiteprecipitate 
is fonned slowly. 

4. Moisten a small amount of th c test substance with a few drops of hydro- 
chloric acid (-70 g/1) TS and introduce the mixture into a nonluminous 
flame using a nichrome or platinum wire sealed to a glass rod; a carmine-red 
colour is observed. 



UTHIUM CARBONATE TABLETS 

P^lCllpUuil. Each tablet usually contains 300 mg of lithium carbonate. 

rnptrnmnMOn Or mv MHII|nV 

1. Weigh 1 tablet and calculate the amount equivalent to 0.30 g of lithium 
carbonate. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as die test substance, dividing it into 6 
equal parts. 

Colour and other reactions 

1. To 2 parts of the test substance add 1 .0 ml of hydrochloric acid (-70 g/1) TS, 
shake and filter. Neutralize the filtrate with a few drops of sodium hy- 
droxide (0.1 mol/l) VS, add 2.0 ml of disodium hydrogen phosphate 
(100 g/1) TS and heat to boiling a white precipitate is produced. 

2. To 2 parts of the test substance add 1.0 ml of sulfuric acid (-100 g/1) TS; 
effervescence occurs and a colourless gas is evolved which extinguishes a 
lighted flame. 

3. To 1 part of the test substance add 5 ml of wateiv shake and fiber: To the 
filtrate add 0J25 ml of magnethim sulfate (50 g/1) T^afinc, white precipitate 
is formed slowly. 

4. Moisten a small amount of the test substance with a few drc^ of hydro- 
chloric acid {"70 g/1) IS and introduce the mixture into a nonluminotts 
flanwusinganichrome or platinum wire sealed toagla8stod;acannine-red 
colour is observed. 
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MANNITOL INJECTION 

PdR C Hil ll otl. The injection it a sterile solution usnally containing 100-200 mg 
ol mannitol in 1.0 ml o£ s suitable vehicle. 

Preparation of the in pleu Pool the contents of the containers equivalent to 
2.0 g of mannitol, evaporate to dryness on a watei^batk and use the viscous 
residue as the test substance, dividing it into 4 equal parts. 

Identity tosU 

Melting point Dry 1 part of the test substance at 105 it melts at about 
167 

Colour and other reactions 

1. Add 1 part of die test substance to test-tube A containing 2.0 ml of feme 
chloride (25 g/1) TS. Add 5 drops of water to test-tube B also containing 
2.0 ml of ferric chloride g/1) IS. To both test-tubes add 5 drops of sodium 
h3rdn»ide (~200 g/I) TS; a brown precipitate Is formed in test-tube B and a 
ydlow precipitate is formed in test-tube A. Shake both test-tubes vigor* 
ously; a clear solution results in test-tube A, but the precipitate remains in 
test-tube B. Fixrther addition of sodium hydroxide (~200 g/1) TS docs nor 
cause precipitation in test-tube A, but more precipiution takes place in test- 
cube B. 

2. Dissolve 1 part of the test substance in 2.0 ml of water, add 2.0 ml of potassio- 
cupric tartrate TS and heat the mixture to boiling; no precipitate is formed. 

3. Dissolve 1 part of the test substance in 2.0 ml of water and add 1 drop of 
sodium hydroxide (-80 g/1) TS and 5 drops of potassium permanganate 
(10 g/1) IS. Heat the mizture to boiling; the colour of the solution disap- 
pears. Then add 2.0 ml of potassio-cnpric tartrate TS and heat again to 
boiling; a brick red precipitate is produced. 



MEBENDAZOLE TABLETS 

OosGfiptkMi. Each tablet usually contains 100 mg of mebendazole. 
Preparation of the sample 

1. Weigh 1 tablet and calculate theamount equivalent to 0.08 gof mebendazole. 

2. Grind the tablets, weigh out the above-calculated equivalent amotmt as 
powdered material and use direcdy as the test substance, dividing it into 2 
equal parts. 
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Co/our a/)d ofiter reactions 

1. Shake 1 part of the test substance with 2.0 ml of sodium hydroxide 
(->80 g/l)TS and heat the yellowish coloured suspension until dissolved ; the 
tohitioii is yellow. Add a few drops of copper(II) sulfate (160 g/1) TS; a 
greenish precipitate is produced. Add afew drops of aniiiiO]ita(-'100g/l)T^ 
the colour of the predpiute tuxns to greenish blue. 

2. To 1 part of the test substance add 2.0 ml of sulfuric acid (~1760 g/1) TS; a 
yellow solution is produced. Carefully dilute with 3 ml of water; the yellow 
colour disappears. Filter and add 1.0 ml of silver nitrate (40 g/1) TS; a white 
precipitate is formed, which does not dissolve in an excess of ammonia 

(-100 g/1) TS. 



MEIHYIMPA TABLETS 

DMCillMtolk Each tablet usually cootams 250 mg of mediykkipa. The tablets 
may be coated. 

PnpmllQn of th0 SMipto 

1 . If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
tablet orcore and cal c da te t hc a m CTi n tsequiTOlcnt to about2 mg, 10 mgand 
40 mg of mechyldopa. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amounts as powdered material and use directly: about 2 nag for test 
substanc e 1; 10 nag for test substance % 40 mg for test substance 5. 

Identity tests 

Colour and other reactions 

1. To test substance 1 add 3 ml of water and 1 drop of ferric chloride (25 g/1) 
TS; a green colour is produced. Add 10-20 mg of sodium hydrogen 
carbonate R; a blue colour is produced which changes to red-violeL 

2. Add test substance 2 to a mixture of 1.0 nal of sutfiiric acid (~ 5 g/1) TS and 
2.0 ml of water; t hen add 3 ml of amm o n iu m molybdate (95 g/1) TS a nd vnSnr, 
a golden 3rellow colour is pioduoed. While sdnmg add 2 ml of sodium 
hydroaide (~200 g/l) TS; a pink odour is produced. 

3. To test substance 3 add 5 ml of water and 2.0 ml of potassio-cupric tartrate 
TS and heat; the colour of the solution turns green and a red precipitate is 
produced. 
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METRONIDAZOLE INJECTION 

PsmHI^Uoil Tke injecdoa St a tterile solution usually containing 5 mg of 
metronidazole in 1.0 ml of a suitable vehicle. 

Prapanrtion of the sample. Pool the contents of the ampoules equivalent to 
10 mg of metronidazole and use directly as the test solution, dividing it into 2 
equal volumes. 

Identity teste 

Colour and other reactiona 

1. To 1 volume of the test solution add 0.05 g of 4-dimetliylaminobenzalde- 
hyde R dissolved in 2.0 ml of hydrochloric acid (~70 g/1) TS; a yellowish 
colour is produced. Add 0.05 g of zinc Rpowder; the colour changes to red- 
orange. 

2. Boil 1 volume of the test solution with 5 ml of sodium hydroxide (-80 g/1) 

the solution shows the following colours in turn: pink, pink-violet^ red- 
violec^ red, red-brown, yellow-brown, yellow. 



METRONIOAZOLE TABLETS 

Deicri|itlon. Each tablet usually contains 200-500 mg of metronidazole. 
Prapmtion of the sample 

1. Weighltabletandcalcuhtetheamountequivalentto0.10g<^metronidazo]e. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material, shake it withJO ml of water, filter, evaporate the filtrate 
to a smaller volume and allow to crystallize. Separate the crystals, dry at 
105 °C for 1 hour and use the dried material as the test substance, dividing 
it into 3 equal parts. 

Identity teste 

Ms/tir^te/iaiWNir. The test substance meltsat about 160 **Cwi^ 
Colour and other reactions 

1. To 1 part of the test substance add 0.05 g of 4-dimethylaminobm7.aMehyde 
R dissolved in 2.0 ml of hydrochloric add (-70 g/1) TS; ayellowiah colour 
is produced. Add 0.05gofziiicRpowder; the colour changes to red-orange. 

2. To 1 part of the test substance add 5 ndof sodium hydronde (-80 g/1) TS and 
boil; the solution shows the following odours in tonu pink, pink-violet^ 
red-violet; red, red-brown, yellow-brown, yellow. 
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NICOTINIC ACID TWLE1S 

DatCffliitioit Each tablet usuaUy contains 20^00 mg ^ 

Pi8pMstlon off tto SMnpto 

1. Weigh 1 ublet and calculate the amount equivalent to 020 g of nicotinic 
acid. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance, dividing it into 4 
equal parts. 

Nmipiy HBBw 

Colour and other reactions 

1. To2.0 ml of water add 2 drops of sodium hydroxide (-80 g/1) TS, 1 drop of 
phenolphthalein/ethanol TS and small amounts of the test substance until 
the solution becomes colourless, and filter. To the filtrate add 1 drop of 
copper(II) sulfate (160 g/1) TSj a light blue precipiute is produced. 

2. To 2 parts of the test substance add 10 ml of carbon-dioxide-free water R, 
shake and filter. Insert a strip of pH-indicator paper R into the filtrate; its 
colonticm indicates a pH of about 3. 

3. Heat 1 part of the test substance with 1.0 g of anhydrous sodium cari>onate 
R; pyridine, perc^tible by its odour, is produced. 

NITRAZEPAM TABLETS 

DMcription. £ach tablet usuaUy contains 5-10 mg of nitrazepam. 
Preparation of the sample 

1. Weigh 1 tablet and calculate the amount equivalent to 10 mg of nitrazepam. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance, dividing it into 2 
equal parts. 

MantKy teste 

Colour and other reactions 

1. Mix 1 part of the test substance with 15 ml of hydrochloric acid (~70 g/1) TS, 
heat on a water-bath for 15 minutes, cool and filter. To the fikrate add 
0.20 ml of sodium nitrite (1 0 g/1) TS, allow to stand for 3 mimues and add 
0.10mlof sulfamic acid(100g/l)TS. Allow to stand once morefor3minute8, 
then add 0 JO nd of 2-naphdiol TS; an orange-red colour is produced. 
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2. To 1 part of the test subttanoe add 1.0 ml of methanol R and 0.10 ml of 
sodium hydnndde ("•80 g^) a bright yellow colour is produced. 



NITRORIRANTOIN TABLETS 

P»lCll|lMon. Each tablet usually contains 100 mg of nitrofurantoin. 
PrapMtion of tto samplo 

1. Weigli 1 tablet and calculate the amounts equivalent to 20 mg and about 
2 mg of nitrofurantoin. 

2. Grind the tablets, weigh out the above-calculated equivalent amounts as 
powdered material and use directly: 20 mg for test substance 1; about 2 mg 
for test substance 2, divided into 2 equal parts. 

Identity tettt 

Colour and other reactions 

1. Suspend test substance 1 in a mixture of 5 ml of sodium hydroxide 
(-80 g/1) TS and 5 ml of water; an orange-red solution is produced which 
changes to dark brown. 

Z Tolpartoftestsubstanoe2addl.Ondofdimetfay]fbrmamideRand2drops 
of potassium hydroxide/etfaanolTS and shake; a brown colour is produced. 

3. Mix 1 part of test substance 2 with about 2 ml of sulfuric add (-1760 g/1) TS; 
a light yellow colour is produced. Add 1 0 mg of resorcinol R; the colour 
changes to strong yellow, then orange and finally to brown. 



NORETHISTERONE TABLETS 

Pe ieri ption. Each tablet usually contains 0 mg of norethisterone. 
Preparation of tlie sample 

1. Weigh 1 tablet and calculate tlie amcamt equivalent to 50 mg of noi> 
ediisterone. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance, dividing it into 5 
equal parts. 



Colour and other reactions 



1. To 1 part of the test substance add about 2 ml of sulfuric acid (~ 1 760 g/1) TS; 
a reddish brown section is produced. Very cautiously dilute the solution 
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with 10 nil olwatei; the colour changes to ydlow and a brownisliydlow 
precipitate is produced. 

2. To 1 part of the test substance add about 1 ml of phosphoric add 
(*1440 TS and heat cautiously; a yellow colour is produced which 
changes after a while to green and then to cherry red. 

3. Transfer 3 parts of the test substance to a test-tube, add a mixture of 0.5 ml 
of potassium hydroxide/ethanol TS and 1.5 ml of ethanol (-750 g/l) TS and 
heat in a water-bath for 5 minutes. Cool, cautiously add 1,0 ml ot water and 
about 1 ml of sulfuric acid (~ 1 760 g/1) TS and boil gently for about 1 minute; 
no odour of ethyl acetate is perceptible. 



NYSTATIN TABLETS 

Pe a criptkm. Each tablet usually contains 500 000 lU equivalent to 100 mg of 
nystatin. Hie tablets may be coated. 

PiSPMSliOII €ff tiM MMipto 

1. If the tablets arc coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amount equivalent to 0.16 g of nystatin. 

2. Grind the tablets or cores, weig^ out the above-calculated equivalent 
amount as powdered material and use direcdy as the test substance, dividing 
it into 3 equal parts. 

HNmny imib 

Colour and other reactions 

1. To 1 part of the test substance add about2mlof sulfuricacid(~1760g/l)TS; 
a brown-violet colour is produced. 

2. To 1 part of the test substance add 1 .0 ml of ethanol (-750 g/1) TS and about 

1 ml of hydrochloric acid (-250 g/1) TS, shake and filter. To the filtrate add 
a few crystals of resordnol R, and heat on a water-bath for 2 minutes; an 
orange to reddish brown colour is produced. 

3. Tolpartofthetestsubstanoeadd2.0nilofethanol('-750g/l)TS,shakeand 
filter. To die filtrate add about 1 ml of hydrochloric add (-250 g/1) TS and 

2 drops of a scJution composed of 1 .0 ml of ferric chloride (25 g/1) TS and 
10 ml of watei; the yellow colour of the sohition becomes more intense. 



OXYTETRACYCUNE HYDROCHLORIDE CAPSULES 

Description. Each capsule usually contains 250 mg of oxytetracycline 
hydrochloride. 
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rivfMirwuiiiiniio innpio 

1. Weigh the contents of 1 capsule and calculate the amount equivalent to 
0.10 g of oxytetracyciine hydrochloride. 

2. Empty the capsules, weigh out the above-calculated equivalent amount, 
shake with 10 ml of water, filter, and use the filtrate as the test solution. 

Mniiuiy wns 

Colour and other reactions 

1. Add 2 dropi oldie test tohidon to about 2 ml of sulfuric acid ('-1760 g/l)TS; 
a red-viokc colour is produced which remains for more than 2 minutes. 
Allow to stsuid for 3 minutes then cautiously add 2.0 ml of water; a yellow 
colour Is produced. 

2. Warm 2.0 ml of zinc chloride (500 g/1) TS in a porcelain dish until a skin 
forms on the surface of the solution. Then add 2 drops of the test solution 
and continue to warm for 1 minute; a grey-green to violet-brown colour is 
produced. 

3. To 1 .0 ml of the test solution add 3 drops of silver nitrate (40 g/1) TS; a whit<^ 
curdy precipitate is produced. 

PARACETAMOL TABLETS 

DtacilllCIOil. Each tablet usually contains 100^00 mg of paracetamol 

1. Weigh 1 tablet and calculate the amount equivalent to 0.5 g of paracetamol. 

2. Grind the tablets, weigh out die above-calculated equivalent amount as 
powdered material, shake it with 20 ml of hot ethanol (-750 g/1) TS, fihei; 
evaporate the filtrate to dryness on a water-bath and use the residue as die 
test substance. 

Identity tests 

M0/IA^ point The test substance mdts at about 170 ^ 

Colour and other reactions 

1. Dissolve 0. 1 0 g of the test substance in 10 ml of water and add 03 ml of ferric 
chloride (25 g/1) TS; an intense blue colour is produced. 

2. To 0.10 g of the test substance add about 2 ml of hydrochloric acid 
(-250 g/1) TS and heat to boiling for 1 minute. Then add 1 0 ml of water and 
1 drop of potassium dichromate (100 g/1) TS and shake; a violet colour 
slowly develops and does not become red (distinction from phenacetin). 
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3. Dissohre 35 mg of die test substance In 2.0 nd of cdiaiiol(«'750g/!OTC 
add2 of 4-diiiiedxylainmobeiizaklehi^ almost 
colourless. Heat the solution in a watep-bathfor 5 minute^ a yellow colour 
is produced. 



PENICIUAMINE CAPSULES 

PRicilption. Each capsule usually cwitains 250 mg of penidllamine. 
PraiMMration of the sample 

1. Weigh the contents of 1 o^isule and calculate the amount equivalent to 
40 mg of penicillamine. 

2. Empty the capsules, weigh out the above-calculated equivalent amount and 
use direcdy as the test substance* dividing it into 4 equal parts. 

Identity tests 

Colour and other roactlons 

1. To 2 parts of the test substance add 10 ml of water, 5 drops of sodium 
hydfoodde ("'80 g/1) TS and 20 mg of tnlGetohydtindene hydrate R and 
shalcQ a darit vicdiet-red cokmr is produced. 

2. To 1 part of the test substance add 5 ml of water and 0.5 ml of ferric chloride 
(25 g/1) TS and shake; anintensebhiecolouris produced whichfades quickly 
and becomes colourless. 

3. To 1 part of the test substance add 5 ml of water and 5 drops of copper(II) 
sulfate (160 g/1) TS and shake; a dark brown-black colour is produced. Add 
a few additional drops of copper(II) sulfate (160 g/1) TS and allow to stand 
for not less than 10 minutes; the colour of the solution tiu'ns to dark green. 



PETHIDINE HYDROCHLORIDE INJECTION 

DascriptkM. Hie iijection is a tterik tolntim uina% ccwitaining 50 mg of 
pethidine IqrdrocUoride in 1.0 ml of a suitable Tehide. 

Piepeftton ef the ■inipie 

1. Pool the contents of the ampoules equivalent to 0.50 g and 50 mg of 
pethidine hydrochloride and use directly: 0.50 g for test solution 1; 50 mg 
£ortestsohition2. 

2. Evapocice test sohitionl to dryness on a water-bath and use the residue as 
the test substance. 
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Ootour ancf o</)er reactions 

1. Dissolve about 1 mg of the test substance in 1 ml of fonnaUehyde/sulfuric 
add TS and heat cautioualy; the colour of the solution turns pink changing 
to violet-nd and ahowing a led £hicMresceDce when hdkl in front of a str^^ 
light. 

2. Dissolve the remaining test substance in 5 ml of ethanol (-750 g/1) TS, add 
5 ml of trinitrophenol/ ethanol TS and shake; a yellow, crystalline precipitate 
is produced. Filter, wash with water and dry the crystals at 105 °C for 2 
hours; melting point, about 190 °C. 

3. To tett Bohltioii 2 add 5 ml of water, acidify with 1.0 ml of nitric acid 
(~ 1 30 g/1) TS and add afewdrops of aflver nitrate (40 g/1) TS; a white, curdy 
precipitate ia produced. 



PHBVOBAIIBITAL TABLETS 

P > lM l|lMo n . Each tablet uaually contains 15-100 mg of phenobarbitaL 
Pvi|pmtfoii of th# Minpto 

1. Weigh 1 tablet and calailate the amount eq;uivalent to 0.5 g of pheno- 
b«ri>itaL 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and uae direcdy as teat substance 1, dividing it into 5 
equal parti. 

3. Shake 4 parts of test substance 1 with 10 ml of dehydrated ethanol K, iiltec, 
evaporate the filtrate to dryness and use the residue as test substance 2. 

4. Suspend 1 part of test substance 1 in 5 ml of ethanol (-750 g/1) TS, place a 
strip of filter-paper into it and allow the solution to ascend for about 4 cm. 
Take out the strip, cut away the lower dipped portion as well as the part that 
baa not been wetted by the aoluticm and dry Ae remaining part ol the 

in air at room temperature (test paper). 

Melting point Test substance 2 melts at about 174 °C. 

Heating behavkHU: Heat a small amount of test substance 2; a colourless nxelt 
is obtained, which has a characteristic odoui^ and ^i^te fumes are developed. 
When inflamed, it bums with a strong luminous flame. When ignited, the 
residue hat a yellowiah brown colour that turns finally to black. 
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Colour and other reactions 

1. Dissolve 20 mg of test substance 2 in 5 ml of methanol R, add 1 drop of 
cobalt(II) chloride (30 g/1) TS and 3-4 drops of ammonia (-100 g/1) TS; a 
violet colour is producecL 

AbemiOhetesthyfiker-p^^ertedlnttqtte: 

On the test paper puoe 1 drop oloolMlt(II)cli]oride(50 g/1) TS^foUowed by 

1 drop of mmiomk('»lQOgfl^TSi^ydllomuh 

produced. 

2. Dissolve 0.10 g of test substance 2 in a mixture of 5 ml of water and C.5 ml 
of sodium hydroxide (-80 g/1) TS, filter and then add 1.0 ml of citric acid 
(90 g/1) TS; a white, voluminous precipitate is produced (distinction from 
barbital). 

3. Using heat dissolve 10 mg of test substance 2 in 10 ml of water. Cool and 
pour into a miztuie condoled of OiSiidof potassium g/l)1'S> 
0.05 g of potasshimbioiiddeR, 1.0 iiilolfa]fdrocfaloricaGid(~70 g/1) TS and 
5 ml of irtten Shalu; a stabk reddish yellow colour is obtain^ 

from hexobaxintal). 

4. To 0.20 g of test substance 2 add about 2 ml of sulfuric add (~ 1 760 g/1) TS^ 
20mg of sodiumnitiateRaiid allow to stand for 30 minntpt; ayellow colour 
is produced. 



PHENOXYMETHYLPENICILUN POTASSIUM TABLETS 

Description. Each tablet contains phenoxymethylpenicillinpotassium usually 
equivalent to 250 mg of phenoxymethylpenicillin. 

Preparalloii of tlw Mmpto 

1. Weigh 1 tablet and calculate the amount equivalent to 60 mg of phenoxy- 
methylpenicillin. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance, dividing it into 6 
equal parts. 

NMiioiij wns 

Colour and other reactions 

1. To 1 part of the test substance add 3 ml of water, shake and filter. To the 
filtrate add 0.10 g of hydroxylamine hydrochloride R and about 0.5 ml of 
sodium hydroxide (-80 g/1) TS, shake and allow to stand for 5 minutes. Then 
add 1.3 ml of hydrochloric acid (-70 g/1) TS and 0.5 ml of ferric chloride 
(25 g/1) TS; a violet-red colour is produced. 



I 
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2. To 1 part of tlie test substance add a few drops of etliaiiol(^^ 

1.0 ml of wateiv shake and fiker. To the fQtiate add 1-2 drops of ferric 
chkuride (25 g/1) TS; a light yellow precipitate is produced. 

3. To 10 mg of paraformaldeh3rde R dissolved in about 1 ml of sulfuric acid 
(~ 1 760 g/1) TS add a small amount of die test substance; a cherry red colour 
is produced. Heat the solution in a water-bath for 2 minutes; the colour of 
the solution changes to dark red. 

4. To 3 parts of the test substance add 2.0 ml of water and 2-3 drops of glacial 
acetic acid R, shake and filter. To the filtrate add 1.0 ml of sodium cobalti- 
nitritc (100 g/1) TS; an orange-yellow precipitate is produced. 



PHENYTOIN SODIUM TABLETS 

DaieripClon. Each tabletusuafly contains 25-100 mg of phenytoinsodhmLHie 
tablets may be coated. 

PiBpsnrtioii off 11m sMipto 

1. If the tablets are coated* carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amoimt equivalent to 0.08 g of phenytoin 
sodium. 

2. Grind the tablets or cores, wesgb out the above-calculated equivalent 
amount as powdered material and use directly as the test substance, dividing 
it into 2 eqiial parts. 

Identity lasts 

Colour and other reactions 

1. To 1 part of the test substance add 4 ml of chloroform R and 0.10 ml of 
cobalt(II) chloride (30 g/1) TS and shake; a voluminous precipitate is 
produced in a blue-violet coloured solution (distinction from phenytoin). 

2. Tolpart0fthetestsubstanceadd2X)mlofammonia(~lOOg/l)TSaadlieat 
until bollingbegms. Add 1 drop of coppergl) sulfate (160 g/1) TS and shak^ 
a blue-violet solution with a blue-green precipitate is produoedv Allow to 
stand for 3 minutes, filter and wash widi water; pink needles remain on the 
filter. 



PREDNISOLONE TABLETS 

DescfiptkNi. £ach tablet usually contains 1.0-5.0 mg of prednisolone. 
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PpBpflnrtloii €f tlw MHiipto 

1. Weigh 1 tablet and calculate the amount equivalent to 0. 1 0 g of prednisolone. 

2. Grind the tablets^ weigh out the above-cakukted eqmvalent amount as 
powdered material, ahakek with25 mlof cfaIotofemRandfilt«:Ei>apocate 
the filtrate to dryiiesa on a water4Mith and use tlie residue as the teat 
aubftanoe. 

Ilia ^aiaii » ^ - 

NMimy iwiu 

Colour and other reactions 

1. To about 2 mg of the test substance add about 1 ml of phosphoric acid 
(-1440 g/1) TS and heat cautiously; the following colours are observed in 
turn: yellow, green, orange and reddish brown. 

2. To 0.05 g of the test substance add 0.5 ml of potassium hydroxide/edianol 
TS and 1 .5 ml of ethanol (-750 g/1) TS and heat in a watei^bathfor 5 minutes. 
Cool, cantiouaty add 1.0 ml of water and 1 ml of sulfuric acid (-1760 g/1) TS 
and heat gently for 1 minutq no odour of ethyl acettte is peroq^le 
(distinction from prednisolone acetate). 

3. To 5 mg of the test substance add 1 J) ml of ethanol (-750 g/1) TS and ahake. 
Then add 1.0 ml of potassio-cupric tartrate TS and heat to boilings an onmge 
precipttate is produced slowly. 



PRIMAQUINE DIPHOSPHATE TABLETS 

Description. Each tablet contains primaquine diphosphate usually equivalent 
to 7,5-15 mg of primaquine. The tablets may be coated. 

PMpsnrtton off tlio Mmpto 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
ublet or core and calculate the amoimt equivalent to 0.05 g of primaquine. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amount as powdered material, suspend it in 6 ml of water and filter. Place 2 
strips of filter-paper into die filtrate and aDow the solution to ascend for 
about 4 cm. lake out die strips, cut away die lower dipped portion as well 
as the part that has not been wetted by die solution and dry the remaining 
partol the strips inair at roomtemperature(testpapers). Ke^ die remaining 
filtrate as the test solution. 

MontitytMts 

Colour and other mactiofw 

1. On a test paper place 1 drop of cehc ammonium sulfate/nitric add TS; a deep 
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violet spot is produced which gradually disappears (distinction from chloro- 

quine). 

2. On a test paper placet drop of goM chloride TS; a violet spot is produced 
at once. 

3. To the test solution add 2.0 ml of sodium hydroxide (-80 g/1) TS and filter. 
Neutralize the filtrate with sulfuric acid (-100 g/1) TS and add 10 ml of 
ammonium molybdate (95 g/1) TS; a yellowish precipitate is produced 
which is soluble in ammonia (~100 g/1) TS and in nitnc acid (~130 g/1) TS. 

PROCAINAMIDE HYDROCHLORIDE INJECTION 

DMCription. The injection is a sterile solution usually containing 100 mg of 
procainamide hydrochloride in 1.0 ml of a suitable vehicle. 

PwtwUcn ef the wmnfH; Pool the contents of the ampoules equivalent to 
100 mg of procsinamade hydrochloride and use directly ss the test solution. 

RMUDiy iMn 

Colour and other reactions 

1. To about 0.1 ml of the test solution add 1.0 ml of water, 5 drops of 

hydrochloric acid (-70 g/1) TS and 1 0 drops of sodium nitrite ( 1 0 g/l)TS, and 
allow to stand for a few minutes. Then add 1.0 ml of sodium hvdroxidc 
(-80 g/1) TS and 5 mg of 2-naphthoi R; an orange-red solution and a red 
precipitate are produced. 

2. Dilute about 0.7 ml ol the test solution to 1.0 ml with water, add 1.0 ml of 
potassium fierrocjranide (45 g/1) TS and OS ml of hydrochloric add 
(-70 g/1) TS and heat to boiling; a dark green precipitate is produced. 

3. To about 0.1 ml of the test solution add 2.0 ml of water, and a few drops of 
silver nitrate (40 g/1) TS; a white, curdy precipitate is produced which is 
insoluble in nitric add ("130 g/1) TS but soluble in an excess of anuno- 
nia(-100g/l)TS. 

PROCAINAMIDE HYDROCHU>RIDE TABLETS 

Description. Each tablet usually contains 250-500 mg of procainamide hydro- 
chloride. The tablets may be coated. 

PMpSffltlOII CfflHS MMIipto 

1. If the tablets arc coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amounts equivalent to 20 mg and 0.07 g of 
procainamide hydrochloride. 
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2, Grbd the tablets or oona, weigfi out the above-cakulated equivalent 
amoimts at powdered material and usedtrecdy: 20 mg for test substance 1, 
divided into 2 equal parts; 0.07 g for test substance 2. 

Colour and other reactions 

1. Tol part of test substance 1 add 1.0 ml of water, 5 drops of hydrochloric acid 
(~70 g/1) TS, 0.5 nil of sodium nitrite ( 1 0 g/1) TS, 1 .0 ml of sodium hydroxide 
(-80 g/1) TS and 5 mg of 2-naphthol R; an orange-red solution and a red 
precipitate are produced. 

2. To test substance 2 add 1.0 ml of water, 1.0 ml of potassium ferrocyanide 
(45 g/1) TS and 0.5 ml of hydradiloricacid (-70 gyl) TS, and beat to boiling; 
a dark green precipitate is produced. 

3. To 1 part of test substsnoe 1 add 2.0 ml of wate^ shake and filter. To the 
filtrate add a few drops of silver nitrate (40 g/QTS; a wbite, curdy predpitaie 
is produced, which is insoluble in nitric acid (-xlSO g/])TS^ but scdublein an 
excess of anunonia (•'lOO g^) TS. 

PROMETHAZINE HYDROCHLORIDE INJECTION 

Description. The injection is a sterile solution usually containing 25 mg of 
promethazine hydrochloride in 1.0 ml of a suitable vehicle. 

Preparation of the sample. Pool the contents of the ampoules equivalent to 
30 mg of promethazine hydrochloride and use directly as the test solution, 
dividing it into 3 equal volumes. 

Colour and other reactions 

1. Eviqporate 1 volume of the test solution to dryness on a water-badl, dissolve 
the residue in 5 ml of sulfuric acid (~1760 g/1) TS and allow to stand for 5 
minutes; a red colour is produced . Add a few drops of potassium dichromate 
(100 g/1) TS; the solution fades, becoming almost colourless (distinction 
from promazine). 

2. Shake 1 volume of the test solution with 5 ml of chloroform R, filter and to 
the filtrate add 1.0 ml of sodium metaperiodate (60 g/1) TS and 2.0 ml of 
sulfuric acid (- 1 00 g/1) TS. Shake vigorously and allow the layers to separate; 
the aqueous layer remains colourless whereas the chloroform layer shows 
a dark green oolottr (distinciioii from dilofpfomazme). 

3. Tol volume of die test solution add 5 ml of watei^ shake well and filtec To 
the filtrate add 4-5 drops of nitiic ackl (~1000 g/1) TS; a dark red cokwr is 
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produced which suddenly fades to almost colourless. Add 2.0 ml of silver 
nitrate (40 g/1) TS; a white, curdy precipiute is produced. 



PROMETHAZINE HYDROCHLORIDE TABLETS 

DatClllrtioil. Each tablet usually contains 10-25 mg of promethazine hydro- 
chloricie. The tablets may be coated. 

PMpflratlon of tlw Minpto 

1. If the tablets are coated, carefully remove the coating by scrapmg. Weigh 1 
tablet or core and calculate the amount equivalent to 30 mg of promethazine 
hydrochloride. 

2. Grind the tablets or cores, weigh out the abovc'^alculated equivalent 
amoum as powdered material and use directly as the test substance, dividing 
it into 3 equal parts. 

3. Shake 1 part <^ the test substance with 5 mi of chloroform R, filter and use 
the filtrate as die test solutioa. 

Identity tests 

Colour and other reactions 

1. To 1 part of the test substance add 5 ml of sulfuric acid (-1760 g/1) TS and 
allow to stand for 5 minutes; a red colour is produced. Add a few drops of 
potassium dichromate (100 g/1) TS; the solution fules, becoming almost 
colourless (distinction from promazine). 

2. To the test solution add 1.0 ml of sodium metaperiodate (60 g/1) TS and 
2.0 ml ol sulfuric add (-100 g/1) TS. Shake vigorously and allow the layers 
to sqMiatQ the aqueous layer remains colourless whereas the chloroform 
layer shows a dark green colour (distinction from chloipromazine). 

3. To 1 part of the test substance add 5 ml of water, shake well and filter. To the 
filtrate add 4-5 drops of nitric acid (-1000 g/l) TS; a dark red colour is 
produced which suddenly fades to almost colourless. Add 2.0 ml of silver 
nitrate (40 g/1) TS; a white, curdy precipitate is produced. 

PROPRANOLOL HYDROCHLORIDE TABLETS 

Description. Each tablet usually contains 10-80 mg of propranolol hydro- 
chloride. 

PpspefsMen eff tfie ssnnple 

1. Weigh 1 tablet and calculate the amount equivalent to 0.20 g of propranolol 
hydrochloride. 
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2. Grind the tablets, weigh out the above-calcuktted equivalent amount as 
powdered material, triturate it with 10 ml of watei; fiber and use the filtrate 
as the test solution. 

Ookwr and other reactions 

1. Evaporate 1 drop of the test solution to dryness on a water-bath and to the 
residue add 1 drop of fuming nitric acid R; a deep purple colour is produced. 
Evaporate again to dryness; a greenish yellow colour is obtained. Moisten 
the residue with freshly prepared potassium hydroxide/ethanoi TS; the 
colour of the mixture changes to orange. 

2. To 2.0 ml of die test solution add 1-2 drops of nitric add (-ISO g/1) TS and 
4-5 drops of silver nitrate (40 g/1) TS; a white, curdy precipiute is 
obtained whid^ after being wett washed widiwatei^ is soluble in ammonia 
H00g/1)TS. 

3. Render the remaining test solution alkaline with sodium hydroxide 
(~200 g/1) TS and extract it with three quantities, each of 10 ml, of 
chloroform R. Wash the combined extracts with water until the washings 
are free from alkali. Dry the chloroform extracts with anhydrous sodium 
sulfate R, filter and evaporate the filtrate to dryness. Dry the residue under 
reduced pressure at 30 °C for 1 houi^ melting point, about 94 °C. 



PROPYLTHIOURACIL TABLETS 

DMcriptkNl. Each tablet usually contains 50 mg of propylthiouiaciL 
rnptmmonn or HIS Mnnpiv 

1. Weigh 1 tablet and calculate the amount equivalent to 60 mg of propyl- 
thiouracil 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance, dividing it into 6 
equal parts. 

HIHIDIJ IHB 

Colour and other reactions 

1 . Shake 2 parts of the test substance with 2.0 ml of ammonia (~ 100 g/1) TS and 
filter. To the filtrate add 1.0 ml of silver nitrate (40 g/1) TS; a greyish white 
gel is produced. 

2. Shake 1 part of the test substance with 2.0 ml of water and filter. To the 
filtrate add 3 drops of copper(II) sulfate (160 g/1) TS; a green solution and 
a white to greyish precipitate are produced. 
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3. To 3 parts o( the substance ackl 10 nd of ediaiKd(~750g/l)TS,fi^ 
evaporate the filtrate to diyness on a watei^batfa. To the rttidue add 6-8 
of bromine TS, shake for a few minutes and warm until the colour dis- 
appears. Cool and filter To the filtrate add 2.0 ml of barium chloride 
(50 g/1) TS; a white precipitate is produced which, on the addition of 2.0 ml 
<^ sodium hydroxide (-150 g/1) TS, does not turn violet (distinction from 
thiouradl). 

PYRANTEL EMBONATE TABLETS 

Description. Each tablet contains pyrantel embonate usually equivalent to 
250 mg of pyrantel. 

Preparation of the sample 

1. Weigh 1 tablet and calculate the amount equivalent to 0.20 g of pyrantel. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material, shake it with a mixture composed of 10 ml of chloro- 
form R, 10 ml of methanol R and 1 ml of ammonia (-260 g/1) TS and filter. 
Evaporate the filtrate to dryness on a water-bath and recrystallize irom a 
small volume of methanol R. Dry the separated crystals at 80 °C for 2 hours 
and use as the test substance. 

NIMIIIqf IMw 

Melting behaviour. About 251 °C 
Colour and other reactions 

1. Dissolve 5 mg of the test substance in 1.0 ml of hydrochloric acid (-70 g/1) 
TS and add 1.0 ml of formaldehyde/sulfuric acid TS; a purple coloiu: is 
produced. 

2. To 5 mg of the test substance add 1.0 ml of sodium hydroxide (-80 g/1) TS 
and 2.0 ml of potassium permanganate (10 g/1) TS; a green solution is 
obtained from which, after boiling, a brown precipitate separates. 

3. Dissolve about 2 mg of the test substance in 2 ml of sulfuric add 
(- 1 760 g/1) TS; a yellow colour is produced which changes to orange and 
finally to red. 

PYRAZINAMIDE f ABLETS 

OetcriptkMl. £ach tablet usually contains 500 mg of pyiazinamide. 
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Praponrtloii cf tiM Mmpte 

1. Weigh 1 tablet and calculate the amounts equivalent to 0.18 g and 10 mg of 
pyrazinamide. 

2. Grind the taUets, weigh out the above-calcnhttd equiraknt ttoounti as 
powdered material and use direcdy: 0.18 gfor test substance 1, divided into 
3 equal parts; 10 mg for test substance 2. 

MMIDIj INIS 

Colour and other reactions 

1. To 1 part of test substance 1 add 5 ml of sodium hydroxide (-80 g/1) TS and 
heat in a water-bath; vapours are evolved. Insert moistened pH-indicator 
paper R into the vapours; its coloration is changed to an alkaline range, and 
an odour of ammonia is perceptible. 

2. To 2 parts of test substance 1 add 5 ml of water, heat gently and add 1.0 ml 
of fenoussd^tte (15 g/l)TS; an orange colour is produced. Add a few drops 
of sodium hydraocide (~80 g/1) TS; the colour changes to darit blue. 

3. To test substance 2 add 1.0 ml of 4-dimeth7kminobenzaklefayde TS and 
heat on a watei4)ath; a bri^t yeDow colour is produced. 



PYRIDOXINE HYDROCHLORIDE TABLETS 

Peacriptlon. Each tablet usually contains 25 mg of pyridoxine hydrochloride. 
Preparation of the sample 

1. Weigh 1 ubletandcalcuhtetheamoumequiva]emto30mgofp]rridoadne 
hydrochloride. 

2. Grind the ublets, weigh out the above-calciilated equivalent fimff^int as 
powdered material and use directly as the test substance, dividing it into 3 
equal parts. 

3. Shake 2 parrs of the test substance withS ml of water, filter and use the filtrate 
as the test solution. 

lUMIUCj 

Cotour and other reactions 

1. To 1.0 ml of the test sohition add 1.0 ndofferric chloride (25 g/1) a red- 
brown colour is produced. Add2.0 mlof hydrochloticadd(-70 g/l)TS;the 
colour of the solution turns to yellow. 

2. To 0.5 ml of sulfanilic acid TS add 3 drops of sodium nitrite (10 g/1) TS, 
1.0 ml of sodium hydroxide (-80 g/1) TS and 1 part of the test substance; a 
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golden yellow colour appears after 2 minutes. Add 2 ml of acetic acid 
(-300 TS; the colour of the solution turns to orange 

3. To 2.0 ml of the test solution add 0.5 ml of nitric add (-130 g/1) TS and 
1 .0 ml of silver nitrate (40 g/1) TS; a white piccq»itate is produced. Add 3-4 
ml of ammonia (-100 g/1) TS; the precipitate (Ussolves. 



QUINIDINE SULFATE TABLETS 

P< a ci i p M o n . Each tablet usually contains 200 mg of quinidine sulfate. 
Preparation of the sample 

1. Weigh 1 tablet and calculate the amount equivalent to 150 mg of quinidine 
sulfate. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use direcdy as the test substance* dividing it into 3 
equal parts. 

3. Shake 2 parts of the test substance with 10 ml of water, filter and use the 
filtrate as the test solution. 

4. Suspend 1 part of the test substance in 5 ml of ethanol (-750 g/1) TS, place 
a strip of filter-paper into die suspension and allow the sohnion to ascend 
for about 4 cm. Take out the strip, cut away the lower dipped portion as well 
as the part that has not been wetted by the solution and dry the remaining 
part of the strip in air at room temperature (test paper). 

Idsiittty tssts 

Colour and other reactions 

1. The test solution produces a slight blue fluorescence. To 1.0 ml of the test 
solution add a few drops of sulfuric acid (~ 1 00 g/1) TS and dilute to 5 ml with 
waten in ultraviolet light (254 nm) a vivid blue fluorescence is observed. 

Altenutthe test hy filter-paper tedmique: 

On the test paper place 1 drop of sulfuric add (-100 g/1) TS and observe it 
in ultraviolet light (254 nm); a vivid blue fluorescent spot is produced. 

2. To about 0.5 ml of thetestsolution add 4 ml of water, 1 drop of bromine TS 
and 1.0 ml of ammonia (~100 g/1) TS; a bluish green solution is slowly 
produced. 

3. To 3 ml of the test solution add 5 ml of water and 0. 1 0 g of potassitma iodide 
R and shake; a white precipiute is formed (distinction from quinine). 

4. To3mloftfae test solution add 03 g of potassium sodium tartrate R and 
shak^ the solution remains unchanged (disdncdon from quinine). 
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5. To 1.0 ml <rf the test soludon add a few drops of hydrochloric add 
('-70 g/I) TS and 1.0 ml of barium chloride (50 g/1) a white precipitate is 
produced. 



QUININE SULFATE TABUETS 

Description. Each tablet contains quinine sulfate usually equivalent to 300 mg 
of quinine. 

Preparation of the sample 

1. Weigh 1 tablet and calculate the amount equivalent to 0.06 g of quinine. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
po wd crcd material, shake it with 30 ml of watei^ filter, and use the filtrate as 
the test solution. 

Mentity tests 

Colour and other reactions 

1. To 5 ml of the test solution add 2 drops of tulltiric add (-100 g/1) TS; a blue 
fluorescence is produced. 

2. To 5 ml of the test solution add, drop by drop, bromine TS until a light 
ydlow colour perrists and then add 1.0 ml of ammonia (-100 g/1) TS; an 
emerald green colour is produced. 

3. To 3 mi of the test solution add 1.0 mi of hydrochloric acid (-70 g/i)TSand 
1.0 ml of barium chloride (50 g/1) TS; a white precipitate is produced. 



RESERPINE TABLETS 

Description. Each tablet usually contains 100-230 ^ of reserpine. 

Propwstton off IIm sMipto 

1. Wei^l tablet and calcukte the amount equivalent to 3 nig of reserpine. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered matenai and use direcdy as the test substance, dividing it into 3 
equal parts. 

Identity teste 

Colour and other reactions 

1. Mix 1 partof the test substance with 5 mgof4-dimethylanunobenzaldehyde 
R and 4 drops of glacial acetic add R. Then add 4 drops of suUbric add 
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(~1760 g/l) a green colour is produced. Add about 1 ml of glacial acetic 
add R; the colour turns to red* 

2. Suspend 2 parts of the test substance in 3.0 ml of ethanol (-750 g/1) TS, shake 
and filter. To the filtrate add 1 drop of sulfuric acid (- 1 00 g/1) TS and a few 
drops of sodium nitrite (10 g/1) TS; the solution slowly becomes yellowish 
gfcen in colour and has a greenish fluorescence. 



RETINOL ORAL SOLUTION 

Description. The solution usually contains retinol acetate or retinol palmitate 
in a suiuble vegeuble oil, equivalent to 30 nag or 100 000 lU of retinol per ml. 

PnparatkMI of the sample. Pool the contents of the containers equivalent to 
5 nag of rednol acetate or pedaol palmitate and use directly as the test solution. 

Colour and other reactions 

1. Toabout2mlclsulfuricacid('<'1760g/l)TSadd Idropofthetestsolution; 
a deep purple colour is produced. Allow to stand for a few minutes; the 
colour changes to wine-red. 

2. Mix 1 drop of the test solution with 5 ml of chloroform R, add about 0.5 ml 
of acetic anhydride R and 2 drops of sulfuric acid (~1760 g/1) TS and shake 
well; the yellowish colour of the solution changes to dark blue. 



RIBOFLAVIN TABLETS 

Description. Each tablet usually contains 5 mg of riboflavin. The tablets may 
be coated. 

PPspnnrtiQfi cf tlie sflinple 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amount equivalent to 25 mg of riboflavin. 

2, Grind the tablets or cores, weigh out die above-calculated equivalent 
amoum as p ow dered material and usedirecdy as Ae test substance, dividing 
it into 5 equal parts. 

Colour and other reactions 

1. To 1 part of the test substance add 10 ml of hot water and shake; a yellow 
suspension is produced with a green fluorescence. Add a few drops of 
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hydrochloric add (~70 g/1) TS or a few drops of sodium hydroxide 
(-80 g/1) TS; the fhioresoence disappears. 

2. To 3 parts of the test substance add about 2 ml of sulfiiric acid (-1760 
TS and shake; a deep red colour is produced, 

3. To 1 ptft of the test substance add 2.0 ml of silver nitrate (40 g/1) TS; after 
afew minutes an orange colour is prod u ced. Allow to stand for a few hours; 
a red precipitate is produced. 



RIFAMPICIN CAPSULES 

Description. Each capsule usually contains 150-300 mg of rifampicin. 
Preparation of the sample 

1. Weigh the contents of 1 capsule and calculate the amount equivalent to 
20 mg of rifampicin. 

2. Empty the capsule, weigh out the above-calculated equivalent amount, 
shake it with 10 ml of dehydrated ethanol R, filter, evaporate the filtrate to 
dryness on a water-bath and use the residue as the test substance. 

MIMIIICJr ImmWm 

Colour and other reactions 

1. To about 1 mg of die test substance add 3 ml of water and 3 drops of 
copper(II) sulfate (160 g/1) TS, shake and heat to boiling; a violet colour is 
produced. 

2. To about 1 mg of the test substance add about 2 ml of sulfuric acid 
(- 1 760 g/1) TS; an orange colour is produced. Heat on a water-bath for 2 
minutes; the colour turns to dark red. 

3. To 5 mg of the test substance add about 1 ml of pyridine R, 1.0 ml of sodium 
hydroxide (-80 g/1) TS and 2 drops of benzenesuif ony 1 chloride R and shake 
well; a dark red-violet colour is observed. 



SALBIITAMOL SULFATE INHALATION (AEROSOL) 

DMOripCIOik The inhalation, suppHed in a pressurized canistei; contains a fine 
suspension of salbutamol sidfate in a suitable propellam, usually equivalent to 
100|igperdoee. 

Praparation Of the sample. From the kbel, calculate the volume of suspension 
equivalent to 1 0 mg of salbutamoL Expel and pool it, shake with 8 mi of watei^ 
filter and use the filtrate as the test section. 
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Colour and other reactions 

t. To 2 ml of the test solution add about 0. 1 ml of ferric chloride (25 g/1) TS; 
an orangiecdkMUr develops. Add 10 mg of sodium hydrogen carbonate R; a 
fleshy precipitate is produced with an evolution of gas. Add l"! drops of 
sulfuric add (~1760 ^1) TS; the solution becomes colourless. 

2. To 2 ml of the test solution add 2-3 drops of sulfuric acid (-100 g/1) TS; a 
yellow colour is produced. Add 2-3 drops of potassium permanganate 
(10 g/1) TS; the purple colour is discharged. 

3. To 2 ml of the test solution add 1 .0 ml of hydrochloric acid (~70 g/1) TS and 
1.0 ml of barium Gfalotide (30 g/1) TS; a white precipitate is produced. 

SALBUTAMOL SULFATE PESSARIES 

OMWlplion. Each pessary contains salbutamol sulfite usually equivalent to 
1.0-4.0 mg of salbuiamoL 

1. Weigh 1 pessary and cakulate die amount equivalent to25 mg of salbutamoL 

Z Grind the pessaries, wdgjh cm the above-calculated equivakntamoum^ 
powdered material and shake it with 10 ml of water and 50 ml of light 
petroleum R. Separate tbe aqueous layeiv wash it once with 20 ml of 
chloroform R and use the aqueous layer as the test solution. 

Mantlty taste 

Colour arxi other reactions 

1. To 4 ml of the test solution add about 0.1 ml of ferric chloride (25 g/1) TS; 
a reddish violet colour develops. Add 1 0 mg of sodium hydrogen carbonate 
R; a fleshy precipitate is produced with an evolution of gas. Add 1-2 drops 
of sulfuric acid (-1760 g/1) TS; the solution becomes colourless. 

2. To 2.0 ml of the test solution add 1 .0 ml of hydrochloric acid (~70 g/1) TS 
and 1.0 ml of barium chloride (50 g/1) TS; a white precipitate is produced. 

3. To 2.0 ml of the test solution add 2-3 drops of sulfuric acid (~ 1 00 g/1) TS and 
2-3 drops of potassium permanganate (10 g/1) TS; the purple colour is dis- 
charged. 

SALBUKUmL SULFATE SYRUP 

Description. The syrup contains salbutamol sulfate usually equivalent to 400 ^g 
of salbutamol in 1.0 mi of a suitable vehicle. 



Copyrighted material 



PMparaftlon of tiia aampte. Pool the well-homogenized contents of the con- 
tainers equivalent to 5.0 mg of salbutamol and use direcdy as the ten sohittoa, 
dividing it into 5 equal volumes. 

Cotour and othernactkms 

1. To 2 volumes of the test solution add 1.0 ml of ammonia (~100 g/1) TS and 
0.5 g of sodium chloride R. Extract twice with 5.0 ml of chloroform R. Pass 
both chloroform extracts through anhydrous sodium sulfate R, and evapo- 
rate to reduce to avolume of about2-3 mL Then add 1 ml of wtter and about 
0.1 ml of fierric dibdde (25 g/1) TS and shake vigorously; a violet-coloiired 
ring is produced m the aqueous phase, whoeas the dilo r o for m layer 
remains colourless. 

2. To 1 volume of the test solution add 2-3 drops of sulfuric add (- 1 00 g/1) TS 
and 2-3 drops of potassium permanganate (10 g/1) TS; the purple colour is 
discharge 

3. To 2 volumes of the test solution add 1 .0 ml of hydrochloric acid (-70 g/1) 
TS and 1.0 ml of barium chloride (30 g/1) TS; a white turbidity is produced. 



SALBUTAMOL SULFATE TABLETS 

Dttctfption. Each tablet contains salbutamol sulfate usually equivalent to 
ZO-4.0 mg of salbutamoL 

~ ^« — jit Mba ■ ■111111 1 ■ 

■"wVPHnHNMI OTHIO MwipiO 

1. Weigh 1 tablet and calculate the amount equivalent to 23 mg of salbutamoL 

2. Grind the tablets, we^ out the above-calculated equivalent amount as 
powdered material, shake it whfalOgJ of watw^fiher and use the ffl^^ 
the test solution. 

Colour and other reactions 

1. To 4 ml of the test solution add about 0.1 ml of ferric chloride (25 g/1) TS; 
a reddish violet colour develops. Add 1 0 mg of sodium hydrogen carbonate 
R; a fleshy precipitate is produced and a gas is evolved. Add 1-2 drops of 
sulfuric acid (~1760 g/1) TS; the solution becomes colourless. 

2. To2.0itilofdiete8tsohidonaddl.OiiiIoffa7diocfa]oticadd(->70g^)TSand 
1.0 ml of barhmi chk>rid€ (50 g/1) TS; a white predpitate is pfodi^^ 

3. To 2.0 ml of the test solution add 2-3 drops of sulfuric acid (~ 1 00 g/1) TS and 
2-3 drops of potassium permanganate (10 g/1) TS; the purple colour is dis- 
charged. 
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SAUCYUC ACID LOTION 

PtwllptloiL The lodon imially contains 50 mg of galicyKc add in 1.0 ml of > 
ttticablevelude. 

1. Pool the contents of the containers equivalent to 0.50 g of salicyhc acid and 
use directly as the test solution, dividing it into 5 equal volumes. 

2. £vaponte2 vohimet of the test tohidon to dryness in a current 
use the lesidiie as die test suhstanoe. 

3. Place a strip of filter-paper into 2 vohunes of the test solution and allow the 
sohition to ascend for about 4 cm. lake out the strip, cut away the lower 
dipped portion as well as the part that has not been wetted by the sohidon 
and dry die remaining; p«it of the strip in air at room temperature (test 
paper). 

MmiU^ taste 

Heating behaviour. Heat the test substance in a dry test-tube; the stibstanoe 
melts, sublimes (collect the sublimate) and finally boils; the initial pungent 
odour changes to an intense phenolic odoun 

Msftfrtf l»lrit of the 8UUirn8fi& 

Colour and other reactions 

Ibhalf of 1 vohimeof thetestsohidonadd 5 ndof water and warmg^y. Insert 
astrip of pH-indicatorpaperRintothesohitioi^itscobfatioaischangedtoan 
acidic range. To the cooled solution add a lew drops of ferric chloride (25 g^) 
TS; a dark violet colour is produced. 

Alternative test by filter-paper technique: 

On the test paper place 1 drop of ferric chloride (25 g/1) TS; a strong violet spot 
is produced. 

SODIUM CITRATE ORAL SOLUTION 

DMcrlption. The solution contains sodhim citrate in a suitable vehicle usually 
equivalent to 03 mol/t 

Preparation of the sample. Pool the contents of the containers equivalent to 
about 0.3 g of sodium citrate and use direcdy as the test solution. 

talditt^y tBsts 

Colour and other reac^ktns 

1. Introduce the test solution into a nonluminous flame using a nichrome or 
platinum wire sealed to a glass rod; a strong yellow colour is observed. 
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2. Aiadlfy2.02iiloftlietetctoktionwithacedcadd(«3(X)g/l)l^ 

ol magnesium uranyl acetate TS or zinc uranyl acetate IS and scratch the 
iidca oiF the tube to induoe ciyttallwiaTion; a light yeikwr, cryitaUine precipi« 
tate is pcoduoed. 

3. To 5 ml of the test solution add 3 ml of mercuric chloride (65 g/1) TS and heat 
to boiling. While boiling add a few drops of potassium permanganate 
( 1 0 g/1) TS; the violet colour is immediately discharged and a white precipi- 
tate is produced. 

4. The test sohition is alkaline when tested with pH-indicator paper R. 



SODIUM FLUORIDE TABIEIS 

PMCrtpilon. Each tablet usually contains 500 pg of sodium fluoride. 
Prapflratfon of ths Mmpto 

1. Weigh 1 tablet and calculate the amount equivalent to 15 mg of soditun 
fluoride. 

2. Grind the tablets, weigh out the above-calculated e<{uivalent amount as 
powdered material and use difecdy as the test substance^ dividing it into 3 
equal parts. 

Idonttty tests 

Colour and other rBacthns 

1. Shake 1 part of the test substance with 10 ml of water and filter. In separate 
vessels, dilute 2.0 ml of ferric chloride (25 g/1) TS to 50 ml with water and 
dilute 1 ml of ammonium thiocyanate (75 g/1) TS to 10 ml with waten Mix 
1 .0 ml of each of the diluted solutions with 5 drops of hydrochloric add (-70 
g/1) TS; a red solutioii is prodnoed. GnduaUy add tbe test sohitioa to the 
reagent nuxture; its colour is changed to yellow. 

2. Shake 2 parts of the test substance widi 20 ml of water and tilter. Evaporate 
the filtrate on a water-bath to a volume of about 5 ml. Cool and add 1.0 ml 
of nitric acid('^130 g/1) TS and 1.0 mlofsilvernitrate(40 g/1) TS; the solution 
remains unchanged (distinction from other halides). 



SODIUM HYDROGEN CARBONATE TABLETS 

Description. Each tablet usually contains 323-650 mg of sodium hydrogen 
carbonate. 
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PpspMTHliOII of tlw MNIipto 

1. Weigh 1 tablet and calculate the amount equivalent to 0.20 g of sodium 
hydrogen carbonate. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material and use directly as the test substance. Keep a small 
amount of the test substance for test 1 and divide the remaining material into 
2 equal parts. 

1,1-— aii,, * — 
MWnllQr IMw 

Colour and other reactions 

1. Moisten the small amount of test substance set aside with a few drops of 
hydrochloric acid (~70 g/1) TS and introduce it into a nonluminous flame 
using a nichrome or platinum wire sealed to a glass rod; a bright yellow 
colour appears in the flame. 

2. Tolpartoftlietettsubttaiiceadd5iiildfw»terand2dropsofphenolphthal- 
ein/etfaanol a pink cdour is produced. Heat to boilki^ a gas is evolved 
and the colour of the solution turns to red-violet. 

3. To 1 part of the test substance add about 1 ml of acetic acid (-300 g/1) TS; a 
gas evolves which is colourless and odourless. Pass the generated gas into 
5 ml of calcium hydroxide TS; a white precipiute is formed immediately. 

SODIUM NITRITE IMJECTION 

DMOrlpUon. The ii^eccion is a steiile solution usually containing 30 mg of 
sodium nitrite in 1.0 ml of a suitable vehicle. 

Praparatlon of the sample. Pool the contents of die ampoules equivalent to 
03 g of sodium nitrite and use directly as the test solution, dividing it into 4 
equal volumes. 

Identity teste 

Colour and other reactions 

1. Introduce the test solution into a nonluminous flame using a nichrome or 
platinum wire sealed to a glass rod; a strong yellow colour is observed. 

2. Acidify 1 volume of the test sohition with acetic add (-300 g/1) TS and add 
2.0 ml of magnesium uranyl acetate TS or zinc uranyl acetate TS; a light 
ydlow, ciyMsdfine precipitate is produced. 

3. To 1 volume of the test solution add 20 mg of ferrous sulfate R and 1.0 ml 
of sulfuric acid (-100 g/1) TS; a gas is evolved and the solution acquires a 
strong brown-green colour. 



Copyrighted material 



4. To 1 vohuneof tlietestsoludonadd2.0iiilof liydrochloik g/1) TS; 
nitrous vapours are produced. 

5. llie test solution is iieutral when tested with pH-kidicatorpa^ 

SODIUM NiTROPRUSSIDE SOLUBLE POWDER 

Description. Each vial contains a sterile powder usually equivalent to 50 mg of 
sodium nitropmsside. 

PieparatkNi of the sample 

1. Weighthecontentsofl vial and calculate the amount equivalent to 30 mg 
of sodium nitropmsside. 

2. Empty the vial, weigh out the above-calculated equivalent amount and use 
directly as the test substance^ dividing it into 3 equal parts. 

ktontity teste 

Colour and other reactions 

1. Dissolve 1 part of the test substance in 4 ml of water, add 4 drops of acetone 
R and 1.0 ml of sodium hydroxide (~80 g/1) TS; an orange colour is 
produced. Then add 4 ml of acetic acid (~300 g/1) TS; the colour turns to 
purple. 

2. Dissolve 1 part of the test substance in 10 ml of water, add 1.0 ml of nitric 
add (-130 g/1) TS and 1.0 ml of silver nitrate (40 g/1) TS; a light pink, 
flocculent precipitate is produced. 

3. Introduce a small quantity of the test substance moistened with hydro- 
chloric acid (~250 g/1) TS into a nonluminous flame using a nichrome or 
platinum wire sealed to a glass rod; a strong yellow colour is observed. 



SODIUM VALPROATE TABLETS 

Description. Each tablet usually contains 200-300 mg of sodium valproate. The 
tablets may be sugar-coated. 

PrapflVfltfoii of tiM SMIIpIO 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amount equivalent to 0.40 g of sodium 
valproate. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amoimt as powdered material, add 5 ml of water, stir well, filter and use the 
filtrate as At test solution. 
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ktontlty tosts 

Coiour and other reactions 

1. D^amagnetwtddLoramcliioineorplatmttmwueseale^ 

into hydrochloric add (~420 g/1) TS, then into the test solution and 
introduce it into a nonhuninous flamq a bright yellow colour is observed. 

2. To 1.0 ml of the test solution add about 0.5 ml of cobalt(II) chloride 
(3 0 g/1 ) TS; a violet predpiute is produced which is soluble in carbon tetra- 
chloride K. 

3. To 1 .0 ml of the test solution add a few drops of potassium iodobismuthate/ 
acetic acid TS; a violet precipitate is produced. 



SPIRONOLACTONE TABLETS 

D0tcil|llloiL Each tablet usually contains 25 mg of spironolactone. 
PMpsnlloii off tiM Minpto 

1. Weigh 1 ublet and calculate the amount equivalent to 0.20 g of spirono- 
lactone. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
po w dered material, extract it twice with 10-ml portions of chloro fo rm R, 
filter and evaporate the combined filtrate to dryness on a water-bath. 
Dissrfve the residue in 3 ml of methanol R, filteiy evaporate the filtrate to 
dryness and use die residue as the test substance. 

Identity tests 

MsMrtf polrit The test substance melts at about 205 
Cokw and Other nactlons 

1. Dilute 1 ml of sulfuric acid (~ 1 760 g/1) TS with 1.0 ml of water, add 20 mg 
of tfaetestsubstanceand shake; an orangesrfurion with an intenseyellowish 
green fluorescence is produced. Gently heat the solution; the colour be- 
comes deep red and the evolved hydrogen sulfide blackens lead acetate 
pi^er R hdd over the tube. Pour the solution into water; a greenish yellow 
opalescent solution is produced. 

2. Dissolve about 1-2 mg of the test substance in 2.0 ml of blue tetrazolium/ 
sodium hydroxide TS; a puxple colour is produced. 

STREPTOMYCIN SULFATE INJECTION 

Description. The injection is a sterile solution of streptomycin sulfate usually 
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containing the equivalent of 500 mg of streptomycin in 1.0 ml of a suitable 
vehicle. 

Preparation of the aampte. Pool the contents of the ampoules equivalent to 
1.0 g of streptomycin and use directly as the test solution. 

Identity tests 

Colour and other reactions 

1. To about 02 ml of the test solution add 1.0 inl of sodium hydroxide 
(-80 g/1) TSandheatonawatei^bath for 5 minutes. Cool and add 1.5 ml of 
hydrocUofic acid (-70 g/1) TS and 3 drops of ferric chloride (25 g/1) TS; an 
intense violet colour is produced. 

2. To about 0.1 mlof the test solution add l.OmlofpjrridineR, 1.0 ml of sodium 
hydroxide (-80 g/1) TS and 3 dropsofbenzenesntfonylchlorideRand shake 
well; a violet colour is produced. 

3. Add 1 drop of the test solution to 2.0 ml of 4-dimethylaminobenzaldehyde 
TS and heat on a water-bath for 2 minutes; a violet-red colour is produced. 

4. To 2 drops of the test solution add 2.0 ml of water and 3 drops of barium 
chloride (50 g/1) TS and shake; a white, crystalline precipitate is produced. 



STREPTOMYCIN SULFATE POWDER FOR INJECTION 

Ptlc ri |>tlon. Each vial contains a sterile powder of streptomycin sulfate usually 
equivalent to 1.0 g of streptomycin. 

PlBpiffltlOII €f tllQ MMipto 

1. Weigh the contents of 1 vial and calculate the amounts equivalent to 30 mg 
and 150 mg of streptomycin. 

2. E mpty the vials, weigh out the above-calculated equivalent amounts and use 
directly: 30 mg for test substance 1 dividedinto3 equal parts; ISOmgfortest 
substance 2, divided into 3 equal parts. 

Identity tests 

Colour and Other reactions 

1. Dissolve 2 parts of test substance 2 in 1.0 ml of sodium hydroxide 
(-80 g/1) TS and heat on a water-bath for 5 minutes. Cool and add 1 .5 ml of 
hydrochloric add (-70 g/1) TS and 1 drop of ferric cUofide (25 g/1) TS; an 
intense violet colour is produced. 

2. Dissolve 1 part of test substance 2 in 1.0 ml of pyridine R, add 1.0 ml of 
sodium hydroxide (-80 g/1) TS and 3 drops of benzenesulfonyl chloride R. 
and shake well; a violet colour is produced. 



Copyrighted material 



3. Dissolve 1 part of test substance 1 in 2.0 ml of 4-dimethylaniinoben2alcle- 
hyde TS and heat on a water-bath for 2 minutes; a purplish red colour it 
jMwduced, 

4. Dbsohre 2 pam of test substance 1 in 2.0 ml of water and add 3 drops of 
barium chloride (50 gA)TS; a vAaxt, ctystaUine precipitate is produced. 



SULFACETAMIDE SODIUM OPHTHALMIC SOLUTION 

Description. The solution usually contains 100 mg of sulfacetamide sodium in 
1.0 mi of a suitable vehicle. 

Preparatkm of the sample. Pool the contents of the containers equivalent to 

0. 15 g of sulfacetamide sodium and use direcdy as the test soludon. 

MwiMiy lOTn 

Colour and other reactions 

1. To the test solution uid2.0mlof scetic add (-60^/1) TS; a white precipitate 

is produced. Collect the precipitate on a filter-paper, wash with a minimum 
amount of water and drv; meltine; point, about 1 83 °C. (Retain the crystals 
for tests 2, 3 and 4, dividing them into 3 equal pans.) 

2. Dissolve 1 part of the crystals obtained in test 1 in 2.0 ml of warm 
hydrochloric acid (~70 g/1) TS and cool in ice. Add 2-3 drops ot sodium 
nitrite (10 g/1) TS, allow to stand for a few minutes and add 1.0 g of urea R 
and a solution of 10 mg of 2-naphthol R dissolved in 2.0 ml of sodium 
hjrdnnide (-80 g/1) TS; an orange-red precipiute is produced. 

3. To 1 part of the crystals obtained in test 1 add 5 drops of etfaanol 
(-750 g/I) TS and 5 drops of sulfuric acid (-1760 g/1) TS and heat gently; a 
hmt odour of ethyl acetate is perceptible. 

4. Acidify 1 part of the crystals obtained in test 1 with acetic acid (-300 g/1) TS 
and add 2.0 ml of magnesium uranyl acetate TS or zinc uranyl acetate TS; a 
light yellow, crystalline precipitate is formed. 



SULFADIAZINE TABLETS 

Pe i C f intloti. Each tablet usually contains 300-500 mg of sulfadiazine. 
PiiB|MNVlloii of the MMnpIs 

1. Weigh 1 tablet and calculate the amounts equivalent to 0.14 g and 15 mg of 
sulfadiazine. 
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2. Grind the tablets, weigh out the above-cakukted eqiu?a]eiit amounti as 
powdered material and use direcdjr: (X14 g for test si]l>staM 
into 2 equal parts; 15 mg for test substance 2. 

Cotour and other reactions 

1. To 1 part of test substance 1 add 2.0 ml of sodium nitrite (10 g/1) TS and 
1.0 ml of hydrochloric acid (-70 g/1) TS, shake and allow to stand for 1 
minute. Using pH-indicator paper R add sufficient sodium hydroxide 
(-80 g/1) TS for the solution to become alkaline and 5 mg of 2-naphchol R; 
a deep red colour is produced. 

2. To test substance 2 add 5 ml of water, 1.0 ml of sodium hydroxide 
(-80 g/1) TS and 2 drops ol oopper(II) sulfate (160 g/1) TS. Heat to boiling 
an olive green precipitate is formed. Allow to stand; tbe colour of the 
precipitate turns to grey. 

3. To 1 part of test substance 1 add 1.0 ml of water and 1.0 ml of 4-dlmedi3d- 
aminobenzaldehyde TS; a ydlow-ocange colour is produced. 



SULRUMMIDINE TABLETS 

DMCrilitioii. Each tablet usually contains 500 mg of sulfadimidine. 
Preparation of tha sample 

1. Weigh 1 tablet and calculate the amount equivalent to 0.20 g of sulfadimi» 
dine. 

2. Grind the tablets, weigh out the above-calculated equiMlcnt amount as 
powdered material and use direcdy as the test substance, dividing it into 8 
equal parts. 

Identity tests 

Heating t)ehaylOUr. Heat a small quantity of the test substance; it melts, 
becomes yellow and a characteristic odour is produced with the evolution of 
white fumes. Apply intense heat; the substance turns brown, then black and 
when inflamed, it bums with a luminous flame. 

Coiour and other reactions 

1. To2 parts of the test substanoeadd 1 .0 ml of hydrochloric acid (-250 g/1) TS 
and 13 ml of waten Shake, Hlter and to the filtrate add 1 ml of formaldehyde 
Tl^ no pwdpitate is produced. Boil the mixture; it becomes yellow and after 
cooling a precipitate separates. Add 4 mi of sodiiunhydroxide (•"SO g/1) 
the precipitate remains undissolved. 
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2. Tolpartofthetettrab<caiioeaddl.Oiidof amixtureooinpo 

of todiiimh3rdrcMncle (-80 g/1) TSand 93 mlof watcR Shakeand ad<l2dr(ipt 
of ooppef(II) sutfite (160 g/1) TS; a {Hreclpitate is pnxfaicecly die colour of 
wUcb changes quickly firomydlow to light green. Shake the mixture; the 
GokMir of the precipitate turns quickly to li^t brown. 

3. To 3 parts of the test substance add 1.0 ml of waier and 1.0 ml of 4-dimethyl« 
aminobenzaldehyde XS; a yellow-orange colour is produced. 

TETRACYCUNE HYDROCHLORIDE CAPSULES 

Description. Each capsule usually contains 250 mg of tetracycline hydro- 
chloride. 

Preparation off the sample 

1. Weigh the contents of 1 capsule and calculate the amount equivalent to 
0.10 g of tetracycline hydrochloride. 

2. Emprv' the capsules, weigh out the above-calculated equivalent amount, 
shake it with 10 ml of water, filter and use the filtrate as the test solution. 

Identity tests 

Cotour and other reactions 

1. Toabout2mlofsu]furkadd(--1760g/l)TSadd2dropsofthetestsohition; 
a red-violet colour is produced which remains unchanged for more than 2 
mimites. Allow to stand for 5 minutes, then cautiously add 2.0 ml of watei; 
a yelloiir colour is produced. 

2. In a porcelain dish warm 2.0 ml of zinc chloride (500 g/1) TS until a skin is 
formed on the surface of the solution. Add 2 drops of the test solution and 
continue to warm for 1 minute; a yellow-orange colour is produced. 

3. To 1 .0 ml of the test solution add a few drops of nitric acid (-130 g/1) TS and 
a few drops of silver nitrate (40 g/1) TS; a white, curdy precipitate is 
produced n^iicli dissolves in 5-6 ml ammonia (-100 g/l)T5. 

TETRACYCUNE HYDROCHLOmDE OPHTHALMIC OINTMENT 

Piaiil|iUmi. Hie ointment usually contains 10 mg of tetracycline hydro- 
chloride per gram of a suitable ointment base. 

PreparatkHI off the sample Wirhdraw .md weigh an amount equivalent to 
30 mg of tetracycline hydrochloride and dissolve it in 25 ml of light petroleum 
R by warming carefully on a water-bath. Collect the residue by decanting, wash 
it with 3 portions of 25 mi of light petroleum R and use as the test substance. 
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HIMIIIIjr WIS 

Colour and other reactions 

1. To about 1 mg of the test substance add 2 ml of sulfuric acid (~ 1 760 g/l)TS; 
ared-viokt colour is produoed wliich, on the additkm of 5-6 ml ol water, 
chaises to ydlonr. 

2. In a porcelain dish warm 2.0 ml of zinc chloride (500 g/1) TS until a skin is 
formed on the surface of the solution or to a partial evaporation, add about 
1 mg of the test substance and continue to warm for 1 minute; a yellow- 
orange colour is produced. 

3. Dissolve 10 mg of the test substance in 1.0 ml of water and add a few drops 
of nitric add (~130 g/1) TS and a few drops of silver nitrate (40 g/1) TS; a 
white, curdy prccipittte is produced wUch dissolves in 5-6 ml of ammonia 
(-100 g/1) TS. 

TETRACYCUNE HYDROCHLORIDE TWLEIS 

Description. Kach tablet usually contains 250 mg of tetra^dine hydro- 
chloride. The tablets may be coated. 

Preparation of the sample 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calailatc the amount equivalent to 0.10 g of tetracycline 
hydrochloride. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amount as powdered material, shake it with 10 ml of water, filter and use the 
filtrate as the test solution. 

Colour and other reactions 

1. To about 2 ml of sulfuric acid (~ 1 760 g/I) TS add 2 drops of the test solution; 
a red-violet colour is produced which remains unchanged for more than 2 
mimifcs. Allow to stand for 5 mimitBS, then cautiously add 2.0 mi of water; 
a yellow colour is produced. 

2. In a porcelain dish warm 2.0 ml of zinc chloride (500 g/1) TS until a skin is 
formed on the surface of the solution. Add 2 drops of the test solution and 
continue to warm for 1 minute; a yellow-orange colour is produced. 

3. To 1.0 ml of the test solution add a few drops of nitric acid (-130 g/1) TS and 
a few drops of silver nitrate (40 g/1) TS; a white, curdy precipiute is 
produced which dissolvet in 5-6 ml of ammonia (-100 g/1) TS. 
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THIAMINE HYDROCHLORIDE TABLETS 

P— Clf|ltloil. Each tablet luually oontaiiif 50 mg of thiamine hydrochloride. 
PMpwslloii off IImi SMipto 

1. Weigh 1 tablet and calculate the amount equivalent to 0.05 g of thiamine 
hydrochloride. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material, shake it with 5 ml of water, filter and uae the filtrate ai 
the teat aohition. 

Colour and other reactions 

1. To 1.0 ml of the test solution add 1.0 ml ot sodium hydroxide (-80 g/1) TS, 
4 drops of potassium ferricyanldc (50 TS and 5 ml of 2-butanol R and 
shake. Allow the layers to separate; the 2-butanol layer shows a blue 
fluorescence in bright daylight or in ultraviolet light (365 nm) which 
disappears after the addition of acid and reappears when the solution is made 
alkaline. 

2, To 1.0 ml of the test aohition add 1-2 drops of nitric acid (-130 g/1) TS and 
a few drops ol silver nitrate (40 g/1) TS; a white, curdy precipitate is 
produced. Add a few drops of ammonia (->100 g/1) TS and hea^ the 
preci p itat e dissohres and the stJution turns yellow, then brown and, on 
standing, a brown turbidity is produced. 



THIOPENTAL MDIUM POWDER FOR INJECTION 

Description. Each vial contains a Sterile powder usually equivalent to 
03-1.0 g of thiopental sodium. 

Preparation off the sample 

1. Weigh the contents of 1 vial and calculate the amounts equivalent to 0.05 g 
and 03 g of thiopental sodium. 

2. Empty the vials, weigh out the above-calculated equivalent amounts and use 
direcd3r: 0.05 g for test substance 1; 03 g for test substance 2, divided into 
2 equal parts. 

■DMIDiy 1MIV 

Colour and other reactions 

t. To 1 part of test substance 2 add 5 ml of water, acidify with hydrochloric acid 
(~70 g/1) TS, filter, wash the precipitate with water, recr\''stallize hrom 
ethanol (-ISO g/1) TS and dry at 105 ""Q melting point, about 160 °C 
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2. Maiit»iatm>lltnioum<rfteittiibnance 1 with a few drops of hydrochloric 

acid (-70 g/I) TS and introduce into a nonluminous flame using a magnesia 
stick or a nichrome or platiniiin wire sealed to a glass rod; the flame acquires 
a bright yellow coloun 

3. To the test substance 1 remaining after test 2 add 2,0 ml of hot cobalt(U) 
acetate/methanol TS, heat the mixture, add about 40 mg of powdered 
sodium tetraborate R and heat again to boiling; a blue-violet colour is 
produced. 

4. Fuse 1 part of test substance 2 with 1 g of sodium hydroxide R in a test-tube 
untO die glass glows red; the melt turns red'4>rofWii and vapours are evohed. 
Insert a piece of moistened pH-indicator paper R into the vapours; its col- 
oration is changed to an alludine range* Cool the melt, add 2.0 ml of watei^ 
mix well and filtec Acidify the filtrate with sulfuric add (-100 g/1) TS and 
heat gently; the vapours evolved turn a strip of lead nitrate paper Rto brown 
and then to black. 



TOLBUTAMIDE TABLETS 

Doscriptkm. Each tablet usually contains 500 mg of tolbutamide. 
Preparation of the sample 

1. Weigh 1 tablet and calculate the amount equivalent to 1.0 g of tolbutamide. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material, shake it with 5 quantities, each of 4 ml, of chloroform 
R. Filter, and evaporate the filtrate carefully to dryness on a water-bath and 
use the residue as the test substance. 

Identity tests 

Colour and other reactions 

1. To 8 ml of water cautiously add 4 ml of sulfuric add (-'1760 g/1) TS and 
0.20 g of the test substance and heat under reflux for 30 minutes (a 25-nnl 
conical flask with a small filter funnel may be used). Cool the solution in an 
ice-bath and collect the precipitate on a filten KiMp the filtrate for test 2. 
Rccrystallize the precipitate from hot water and dry at 105 °C for 3 hours; 
melting temperature, about 136 °C. 

2. To the filtrate from test 1 add sufficient sodium hydroxide (-200 g/1) TS to 
make it alkaline and heat; an odour of butylamine is perceptible. 



TRIMETHOPRIM TABLETS 

Description. Each tablet usually contains 100-200 mg of trimethoprim. 
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Preparation of the sample 

1. Weigh 1 tablet and calculate the amount equivalent to 0.05 g of th- 
roethoprim. 

2. Grind the tablets, weigh out the above-calculated equivalent amount as 
powdered material, shake it with 1 0 ml of chloroform R, filter, evaporate the 
filtrate to dryness and use the residue as the test substance, dividing it into 
4 equal parts. 

Colour and other reactions 

1. To 1 part of the test substance add 5 ml of sulfuric acid (-1760 g/l)TS and 
1 6rQp of nitric add ('*1000 g/1) TS; a red colour is produced. 

2. To 1 part of the test substance add 5 ml of sulfuric acid (~ 1 760 g/1) TS and 
1 drop of ferric chloride (25 g/1) TS and warm the solution in a water-bath 
for 3 minutes. Cool and add to the yellow solution 1 drop of nitric acid 
(~130 g/1) TS; the colour of the solution turns to red. 

3. To 2 parts of the test substance add 5 ml of a mixture of 1 ml of sulfuric acid 
(~5 g/1) TS and 10 ml ol water and heat. Then add 2 nd of a mixture of 
1.6g of potassiumpermanganateRdissolved in sufficient sodiumhydroride 
(0.1 niol/l)VS to produce 100 mL Heat to boiling and add to die hot solution 

0.4 ml of formaldehyde TS. Mix, add 0.5 ml of sulfuric acid (-100 g/l)TS» 
mix and again heat to boiling; the colour of the mixture changes from brown 
to yellow and the precipitate dissolves. To the solution add 3 ml of 
chloroform R and shake the flask vigorously; a green fluorescence is 
observed in the chloroform layer when examined under ultraviolet light 
(365 nm). 



VERAPAMIL HYDROCHLORIDE TABLETS 

Description. Each tablet usually contains 40-80 mg of verapamil hydro- 
chloride. The cablets may be sugar-coated. 

PwpMllon Off llM Mnipte 

1. If the tablets are coated, carefully remove the coating by scraping. Weigh 1 
tablet or core and calculate the amoimts equivalent to 0.10 g and 20 mg of 
verapamil hydrochloride. 

2. Grind the tablets or cores, weigh out the above-calculated equivalent 
amounts as powdered material and use direcdy: 0.10 g for test substance 1; 
20 mg for test substance 2. 

3. Shake teat substance 1 with 10 ml of water, filter and use the filtrate as the 
test solution. 



Copyrighted material 



110*B<>«ICTllllHWPMilMMClUTlCALD0«AQEHMiai» 



Colour and other reactions 

1. To 2.0 ml of the test solution add 0^20 ml of mercuric chloride (65 g/l)TS; 
a white precipitate is produced. 

2. To 2.0 ml of the test solution add about 0.5 ml of sulfuric acid (- 100 g/1) TS 
and 4 drops of potassium permanganate (10 g/1) TS; a violet precipitate is 
produced which dissolves gradual^ to form a pale yellow sohitioiL 

3. ShalK 0 JO g of citric add R with 10 ml of acetic anhydride IL To 1.0 nil of 
the supernatant solution add test substance 2 and heat on a water-bath; a 
purple colour is produced. 

VINCRISTINE SULFATE POWDER FOR INJECTION 

Description. Each vial contains a sterile powder usually equivalent to 1-3 mg 
of vincristine sulfate. 

Preparation of the sample 

1. Weigh the contents of 1 vial and calculate the amount equivalent to 2.0 mg 
of vincristine sulfate. 

2. Empty the vials, weigh out the above-calculated equivalent amount, shake 
it with 3 ml of a mixture of 9 volumes of chloroform R and 1 volume of 
methanol R and filter. Evaporate the filtrate to dryness at 40 °C in a water- 
bath and use the residue as the test substance, dividing it into 2 equal parts. 

NMinCj 1MCB 

Colour and other reactions 

1. Dissolve 10 mg of eerie ammonium sulfate R in about laloS phosphoric 
add ("1440 g/1) TS and to 2 drops of this solution add 1 part of the test 
subionoe; a blue-violet colour is observed which change slowly to brown. 

2. To 1 part of the test substance add about 0.2 ml of vanillin/hydrochloric acid 
TS and allow to stand for 1 minute; an orange colour is observed. 
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6. Equipment 



Basic tests require little laboratory equipment. Test-tubes are used for the 
majority of the tests. In some cases porcelain crucibles are also needed. Flasks 
and beaikers are necessary for tlie preparation of reagoits. 

Qtaaswaie and porcelain <ffshe$(jihit dimensions are indicative only) 



Test-tubes 

Test-tubes with glass stoppers 



Pbccelain or quartz crucibles 

Fused silica crucibles 

Flasks, flat or round-bottomed 

Conical flasks with stoppers 

Wash bottles, glass or plastic 

Porcelain dishes 

Watch-glasses 

Mortar with pestle 

Filter funnels 

Separating funnels 

Sintered glass funnels 

Bottles with screw-caps, wide-mouthed 

Glass rods 



170 X 15 mm, 100 x 10 mm 
170 X 15 mm 

5Q, 100, 250, 400 and 1000 ml 



50, 100 and 500 ml 
50 ml 

diameter 60 and 80 mm 
diameter 50 and 75 mm 

diameter 25, 5C and 100 mm 
60 and 125 mi 



Volumetric measuring vessels 

Measuring cylinders 
Graduated pipettes 
Dropping pipettes 
Vc^umetric Hasks 
Burette 



25, 50, 100 and 250 ml 
l,2,5and 10ml 

100, 250 and 1000 ml 
25 ml 



Other equipment 

Spatulas 

Test-tube holder 
Test-tube brushes 
Test-tube damps 
Test-tube rack 

Set of cork borers with sharpener 

Rubber or pc^etfaylene stoppers (difiierent sizes) 



ill 
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Crucible tongs 
Sucdon botde 

Water-pump or sunilar source of vacuum 

Water-bath 
Drying oven 

Suitable electric or gas heater or alcohol burner 

Wire-gauze quares with asbestos 
Clay-covered triangles 
Tripod 

Supports with screw clamps and rings 
Distillation apparatus (Liebig-type condensers) 
Desiccator 

Melting-point apparatus with capillaries 

Nichfome or pkdmim wire sealed to a glass rod, or magnem stidu. (Prior 
to use, the utensils should produce a colourless flame, indicating the absence 
of the ion to be determined.) 
Filter-paper 

pH-Indicator paper 
Polyethylene dropping bottles 

Suiuble glass or polyethylene reagent bottles (different sizes) 

Ultraviolet-light source (short and long wave). 
Balances (technical, 1-200 g; hand scale, up to 10 g) 



7. Reagents 



The reagents, test solutions and volumetric solutions mentioned in the basic 
tests ere described below. Reagents are denoted by the abbreviation R, test 
solutions by the abbreviation TS, and volumetric solutions by the abbreviation 
VS. The concentration of the reagent solutions is expressed in g/1, that is, grams 
of anhydrous substance per litre of water or solvent, as indicated. Where no 
solvent is Indicated, demineralized water should be used. The procedures for 
the preparation of test solutions that require special attention are given in detail. 

Acetic acid, glacial, R. 

Acetic add (-300 s/l)TS. 

Acetic add (-60 g^)TS. 

Acetic anhydride R. 

Acetone R. 

Ammonia (~260 g/1) TS. 
Ammonia (-100 g/1) TS. 
Ammonioin cMoridc R. 
Ammoiwum molyfadate R. 
Ammonium molybdate (95 TS. 
Ammonium molybdate/sulfuric acid TS. 

Procedure. Dissolve 0.5 g of ammonium molybdate Kin sufficient sulfuric add 
(-1760 g/1) TS to produce 10 ml. 

Ammonium thiocyanate R. 

Ammonium tfaiocyanate (75 g/l)TS. A solution of ammonium thiocyanate R 

conta iniqg about 75 g of NH^SCN per litre. 

AToie. Ammonium tfaiocyanate (75 g/1) TS must be Ireafaly prepared. 

Barium chloride R. 

113 
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Barium chloride (50 TS. A lolntioii ol barium chloride R containing about 
52 g of BaCI, per litre (approximately 0.25 mol/1). 

Frocediir€.jSttso\\e about 61 g of barium chloride R (BaCly2H^O) in tuffident 
water to produce 1000 ml 

Benzeoesulf onyl chloride R. 

Bismuth oxynitrate R. 

Blue tetrazolium R. 

Blue tetnzolinm/aodhmi Iqrdroadde TS. 
/VoogdwTg.lmnHdiatelybcforeute,inixl volume of a2mg/m^ 
tecrazolmm R in water with 3 vohmies of a 0.12 g/ml sobitioo of sodium 
hydroxide R in methanol R. 

Bromine R. 

Bromine TS. A sa tura ted tohttion of bromine R. 

2-Bucanol R. 

Calcium chloride, hydrated, R. 
Calcium chloride (55 g/1) TS. 
Calcium hydroxide R. 
Calcium hydroxide TS. 

Procedure. Prepare a saturated solution of calcium Iqrdroxide R. 
Note, Calcium hydroadde TS must be freshly prqtared. 

Calcium oxide R. 

Carbon tetrachloride R. 

Ceiic anunonium sulfate R 

Ceric ammonium tulfatg/nitric acid TS. 

/VocedWre. Dissolve 5 g of oeric ammonium sulfate R in sufficient nitric add 
(~130 g4) TS to produce 100 mL 

Chloroform R. 

Chromic acid TS. 

Procedure. Dissolve 84 g of chromium trioxide R In 700 ml of water and add 
slowly, while stirring, 400 ml of sulfuric acid (~1760 g/1) TS. 

Chrmnium trioxide R. 
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CitficaculR. 

Citric add (90 TS» A toliitioa of otric add R oontdning about 90 g of 

C^HgO^ per litre. 

Froddtire, Dissolve about 100 g of dtric acid (C^H^O^yHjO) in fuffident water 
to produce 1000 mL 

Cobalt(II)aceuteR. 

Cobalt(II) acetate/methanol TS. 

Procedure. Dissolve 20 mg of cobalc(II) acetate R in 10 ml of methanol R. 
Cobalt(II) chloride R. 

Cobalt(II) chloride (30 g/1) TS. A tolutioa of Gobalt(II) chloride R containing 
about 30 g of CoClj per litre. 

Avccdbv. Dinohre about 55 g of cobah(II) chloride R {CcCijfiHfi) in 
fufiGcient water to produce 1000 nd. 

Copper(II) acetate R. 

Copper(II) acetate (45 g/1) TS. A solution of copper(lI) acetate R containing 

about 45 g of C^H^CuO^ per litre. 

Procedure. Dissolve about 50 g of coppcr(II) acetate R (C^H^CuO^^jO) in 
su^dent water to produce 1000 ml. 

Copper(II) sulfate R. 

Copper(II) sulfate (160 g/1) TS. A solution of copper(II) tolfilte R containing 
about 160 g of CuSO^ per litre. 

Procedun* DiMohfe about 250 g of coppet(II) suUate R (CuSO^H^O) in 
aulfident water to produce 1000 ml 

Cydohezane R. 

Diazobenzenesulfonic acid TS. 

Procedure. To 0.9 g of sulfanihc acid R add 23 ml of hydrochloric acid 
('-250 g/l)TSand tuffidentwaterto|M!oduce 100mLTo3mloltluiiohition 
add 13 ml of todiiun nitrite (1 0 g/1) 1S» cool in ice £or 5 nunutety add a further 
6 ml of sodium nitrite (10 g^ TS, and again cool in ice; dilute widi water to 
100 ml, keeping the solution cold. 

Nofe. Diazobenzeoesulfooic add TS must be freshly prepared and should not 
be used until at least 15 mintttes after its prepatatioo. 

Dichloromethane R. 

4-Dimethylaminobenzaldehyde R. 

4-Dimethylaminobenzaldehyde TS. 
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I 

Proeedmt. Dissolve 0.125 g of 4Hiiiiiethylammobenzalclchyde R in a cooled 
mixtuieol65iidof sulfiiricedd(~1760g/l)lSaiid35ii^ I 
02 ml of lerric diloride (25 g/Q TS. 

Note. 4-I)iinetfaylaininoben7.aldehyde TS imut be £retUy prepared. 
Dimediylf omiaimde R. 
Diplieaylamiiie R. 

Diphenylamine/sulfuric acid TS. 

Procedure. Dissolve 1.0 g of diphenylamine K. in 100 ml of sulfuric acid 

(~1760g/l)TS. 

Storage. Diphenylamine/sulfuric acid TS must be coiouriess, and should be 

kept protected from light. ^ 

Duodntm hydrogen phosphate, anhydrous, R. 

Disodimn hydrogen phoq>liate (100 g/1) TS. 

Etfaanol, dehydrated, R. 

Ethanol('-750g^)TS. 

Ethyl aceute R. 

Ferric chloride K. 

Ferric chloride (25 g/1) TS. A solution of ferric chloride R containing about 
27 g of FeClj per litre. 

IVocedWiv. DiMolve about 45 goffenic chlofideR^^^^ 
"water to produce 1000 mL 

Ferrous sulfate R. 

Ferrous sulfate (15 g/1) TS. A solution of ferrous sul&tte R contaimng about i 

15 g of FeSO^ per litre (approximately 0.1 mol/1). i 
Procedure. Dissolve about 28 g of ferrous sulfate R (FeSO^H^O) in sufficient 
freshly boiled and cooled water to produce 1000 ml. 
Nou. Ferrous sulfate (15 g/1) TS must be freshly prepared. 

Formaldehyde TS. 

Formaldehyde/sulfuric add TS. 

Procedure, To 10 ml of sulfiiric add (~ 1 760 g/1) TS add 0.2 ml of formaldehyde 
TS. 

Shelf-life. Use within 1 month of preparation. 
Gold chloride R. 
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Gokl chloride TS. 

Procedure, Diiaolve 1.0 g o£ gokl chloride R in 35 ml of water. 

Hydrochloric add (-420 TS. 

Hydrochloric acid (-250 TS. 

Hydrochloric acid (-70 g/1) TS, 

Hydrogen peroxide (330 g/1) TS. 

Hydroxylamine hydrochloride R. 

Hydroxylanune hydrochloride (10 g/1) TS. 

pH -Indic a t or paper R, A paper impregnated with a suitable mixture of indica- 
tors that permits, through chai^nhle colorarioo, estimation of the pH of a 
solution in at least the nmg^ pH 1-10 with adequate sensirivity (usually 1 pH 
unit). 

Iodine R. 
Iodine TS. 

Procedure. Dissolve 2.6 g of iodine R and 3 g of potassium iodide 
R in sufficient water to produce 100 ml (approximately 0.1 moi/1). 

Lead acetate R. 

Lead acetate (80 g/1) TS. A sohition of kad acetate R in freshly boiled water 
containing about 80 g of C^OJPh per litre (approodmatdy 0.25 mol/1). 

Lead acetate paper R. 

Proce<^«re. Dip strips of filter-paper into a mixture of lOvolumes of leadacetatc 
(80 g/1) TS and 1 volume of acetic acid (60g/l)TS.Allowto dry and cut the paper 
into strips measuring 15 mm x 40 mm. 

Storage, Lead acetate paper R should be kept in a well-closed container. 
Lead nitrate R 
Lead nitrate paper R. 

Frocedmt, IXp tome fti^ of filter-paper into a solution of 1 0 g of lead nitrate 
R in 100 ml of watei^ and let them dry. 

Litmus paper R. 

Magnesium acetate R. 

Magnesium sulfate R. 
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Magneshim ffu]£tte (50 g/1) TS. A fobdon of iiiac;nes^^ 
abont 50 g of MgSO^ per litre. 

Procedmt. Disiolve about 100 g of magncihiin sulfate R (MgSO^TH^O) in 
sufficient water to produce 1000 mL 

Magnesium uranyl acetate TS. 

Procedure. Warm on a water-bath 3.2 g of uranyl acetate R (C^H^O^U,2H^O), 
10 g of magnesium acetate R (C^H^MgO^,4H^O) dissolved in 2 ml of glacial 
acetic acid R, and about 30 ml of water. After complete dissolution, cool to room 
temperature and add 50 ml of ethanol (~750 g/1) TS and sufficient water to 
produce 100 ml. Allow the solution to stand for 24 hours and filter. 
Note, Magnesium uranyl aceute TS must be freshly prepared. 

MaleicaddR. 

Mercuric chloride R. 

Mercuric chloride (65 g/1) TS. 

Mercuric oxide, yellow, R. 

Mercuric sulfate TS. 

Procedure. Mix 5 g of yellow mercuric oxide R with 40 ml of water and, while 
stirring, add 20 ml of sulfuric acid (~1760 g/1) TS, then add 40 mi of water and 
stir until completely dissolved. 

Methanol R. 

Mediylthioninium chloride R. 
S)mo»)mi. Med^lcne bhic; 

Methylthioninium chloride (1 g/1) TS. 

2-Naphthol R. 

2-NaphtholTS. 

Procedure. Dissolve 5 g of 2-naphthol R, freshly recrystallized, in 40 ml of 
sodium hydroxide (~80 g/1) TS and add sufficient water to produce 100 ml. 
Stongt, Keep the tohmon in a cool place. 
Note, 2-Naplithol TS mutt be freshly prepared. 

>ntiic acid, fuming, R. 

Nitric acid (-1000 g/1) TS. 

Nitric add (-130 g/1) TS. 

Paraf omaldehyde R. 
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Petroleum, light, R. 
Phenol) liquefied) R. 
Phenolplidudem R. 

Phenolphthalein/ethanol TS. 

Procedure. Dissolve 1 .0 g of pbenolphchalein R in sufficient ethanol (~750 
TS to produce 100 mL 

Phosphoric acid (-1440 g/1) TS. 

Phosphorus pencoxide R. 

Potasno-cupric tartrate TS. 

Proeeditre, DissolTe 7 g of copper(II) sulfate R in sufficient water to produce 
100 ml (solution 1). Diasolve 35 g of potassium sodium tartrate Rand lOgof 
sodium hydroxide R in 100 ml ^ water (solution 2). Shortly before use, mix 
equal volumes of solutions 1 and 2. 

Potassio-mercuric iodide TS. 

Procedure. Dissolve 1.355 g of mercuric chloride R in 60 ml of water; dissolve 
5 g of potassium iodide R in 20 ml of water; mix the two solutions and add 
su^cient water to produce 100 mL 

Potassio-mercuric iodide, alkaline, TS. 

Procedure. Dissolve 3.5 g of potassium iodide R and 1 .25 g of mercuric chloride 
R in 80 ml of water and add a cold saturated solution of mercuric chloride R in 
water, with ocmstant stirring, undl a sligbr red precipiute remains. Add 12 g of 
sodium hydroxide R and dissolve. Add a little more of the saturated solution of 
mereuiic chloride R and sufficient water to produce 100 mL Allow to stand for 
24 hours and decant the dear liquid. 

Potassium bicarbonate R. 

Potassium bromate R. 

Potassium bromate (13 g/1) TS. 

Potassium bromide R. 

Potassium carbonate R. 

Potassium dichromate R. 

Potassium dichromate (100 g/1) TS. 

Potassium ferricyanide R. 
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Potassium f emcyamde (50 TS. 
Potassium f enocyanide R. 

Potassium ferrocyanide (45 g/1) TS. A solution of potassium ferro^ranide K 

containing about 45 g of K^Fe(CN)^ per litre. 

Procedure. Dissolve about 50 g of potassium ferrocyanideR(K.4Fe(CN)cP^O) 
in sufficient water to produce 1000 mL 

Potassium hydroxide R. 

Potassium liydraxide/etlianol TS. 

AvcnAirre. Dissolve 40 g of potassium hydroxide R in 

sufficient ethanol (-750 TS to produce 1000 mL Allow to stand overnight, 

and pour off the dear liquid. 

Potassium iodide R. 

Potassium iodobismuthare/acetic acid TS. 

Procedure. Dissolve 8 g of potassium iodide R in 20 ml of water, and add to it 
a solution composed of 0.85 g of bismuth oxynitrate R dissolved in 40 ml of 
water and 10 ml of glacial acetic acid R. 

Potassmm nitrate R. 

Potassium permanganate R. 

Potassium permanganate (10 g/1) TS. 

Potassium sodium tartrate R. 

Pyridine R. 

Resorcinol R. 

Silica gel, desiccant, R. 

Silver nitrate R* 

saver nitrate (40 g/1) TS. 

Sodium acetate R. 

Sodium carbonate R. 

Sodium carbonate, anhydrous, R. 



Sodium carbonate (50 g/1) TS. A solution of sodium carbonate R containing 
about 50 g of Na^CO, per litre. 

Froeeduft. Dittotve about 135 g ol todhim carbonate R (Na^COj^lOH^O) in 
sufficient water to produce 1000 mL 

Sodium cUoride R. 

Sodium cobaltinitrite R. 

Sodium cobaltinitrite (100 g/1) IS. 

Sodium hydrogen carbonate R. 

Sodium hydrogen carbonate (40 g/1) TS. 

Sodium hydroxide R. 

Sodium hydroxide (-400 g/1) TS. 

Sodium hydroadde (•«200 g/1) TS. 

Sodium hydroxide (-150 g/1) TS. 

Sodium hydroxide (-80 g/1) TS. 

Sodium hydroxide (0.1 mol/1) VS. 

Sodium metaperiodate R. 

Sodium metaperiodate (60 g/1) TS. 

Sodium nitrate R. 

Sodium nitnte R. 

Sodium nitrite (10 g/1) TS. 

Sodium sulfate, anhydrous, R. 

Sodium sulfite R. 

Sodium tetraborate R. 

Starch R. Com or potato starch R. 

Starch, sobble^ R. 
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Starch TS. 

Avceiifrir. Mb 03 g of ttarcJi R or soluble ftanh R witk 5 1^ 
tfaistolutionwithcon>t«nt8tinuig,toro£Bdcm 
Boil for a few iniiiiiteB, cool and filter 
Noie. Standi TS must be freshly prepared. 

Sulfamic add R. 

Sulfamic add (100 g/1) TS. 

Sulf anilic acid R. 

Sulfanilic acid TS. 

Procedure. Dissolve about 0.5 g of sulfanilic add R in 150 ml of acetic add 
(~300 g/l)lS. 

Sulfuric add (-1760 g/I) TS. 

Sulfuric add (-100 g/l)TS. 

Sulfuric add (-5 g/l)TS. 

TamucaddR. 

Tannic acid (100 g/1) TS. 

Tartaric acid R. 

Tutaric add (10 g/1) TS. 

HuonmeR. 

Thioiiiiie(lg4)TS. 

Thionyl chloride R. 

Tolbutamide R. Quality of substance conforms to the monograph of The 
Jntemational Pharmacopoeia, 

Triketohydrindene hydrate R. 

Triketohydrindene/ethanol TS. 

Froeedmre. Pkvpare a saturated sohidoa of triketoli3rdrtDdeiie hydrate R In 
ediaiiol(-750g/l)TS. 

Trimtrophenol R. 

Trinitrophenol (7 g/1) TS. 
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Trinitroplienol, alkaline, TS. 

Procedure. Mix 20 mi ola 10 mg/tnl sobdon of trinitropheiiol R with 10 ml of 
a 50 mgM folutioii of sodium hydroadde R, dihite widi water to 1 00 ml and 
mix. 

Nate. Do not uie alkaline trinitroplienol TS longer than 48 hours sfter prepa- 
ration. 

Trinitrophenol/ethanol TS. 

Procedure. Dissolve 33 g of trinitroplienol R in sui^icient ethanol (-750 g/1) TS 
to produce 1000 ml 

Uranyl acecate R. 

UreaR. 

Vanillin R. 

Vanillin/hydrochloric acid TS. 

Procedure. Dissolve 0.10 g of vanillin R in sufficient hydrochloric add 

(-250 g/1) TS to produce 100 ml. 

Note. Vanillin/hydrochloric acid TS must be freshly prqNured. 
Water, carbon-dioxide-free, R 

Zinc R powder. 

Zinc acecate R. 

Zinc chloride R. 

Zinc chloride (500 g/1) TS. 

Zinc uranyl acetate TS. 

Procedure, Dissolve 3 g of uranyl acetate R in a mixture of 1 .5 ml of glacial acetic 
acid R and water and dilute to 50 ml with water. Then dissolve 15 g of zinc 
acetate R in a mixture of 1.5 ml of glacial acetic acid R and water, and dilute to 
50 ml with water. Mix the two solutions, allow to stand overnight and filter 
through a dry filter, if necessary. 
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8. Index of dosage forms 



aoetazolamide tablets 11 

aoetylssliqrlic add tablets 11 

aluminium hydroxide tablets 12 

amiloride hydrochloride tablets 12 

aounocaproic acid inj ection 1 3 

anunocaproic acid tablets 13 

aminophyllinc injection 14 

aminophylline tablets 15 

amitriptyline hydrochloride tablets 15 

ampicillin capsules 16 

ampicillin powder for oral suspension 17 

ampicillin sodium powder for injecdon 18 

ascorbic add tablett 20 

atropme fuKate injection 21 

azaibioprine tablets 21 

benzyl bcnzoate lotion 22 

benzylpenicillin potassium powder for injection 22 

benzylpenicillin potassium tablets 23 

benzylpenicillin sodium powder for injection 24 

betamethasone tablets 25 

betamethasone valerate cream 26 

betamethasone valerate ointment 27 

bupivacaine hydrochlonde injection 27 

busulfan tablets 28 

caibamazepine tablets 29 

charcoal, activated, tablets 29 

cblorambucil tablets 30 

chloramphenicol capsules 31 

chlcuranqphenacol palmitate oral suspension 31 

chloramphenicol sodium succinate powder for injection 32 

chloroquine phosphate synip 33 

chloroquine phosphate tablets 33 

chloroquine sulfate tablets 34 

chlorphcnamine hydrogen maleate tablets 35 

chlorpromazine hydrochloride syrup 36 

chlorpromazine hydrochloride tablets 37 

dmeddine tablets 37 
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ClOniircnc curate laDlcLS 


jji 


cloxacillin sodium capsules 


IS 


codeine phosphate tablets 


39 




3U 


cyciopnospnamiae taDiets 


±1 


cvtarabine iniection 


41 








3.2 






• • • • • 

aiazepam injection 


44 


diazepam tablets 


42 


diethylcarbamazine dihydrogen citrate tablets 


AC 

42 


aigitoxiii laoieis 




digoxin injection 


4Z 


digoxin oral solution 


4Z 


digoxin tablets 


4S 


dopamine hydrochloride injection 


AO 

4a 


Qoxycyciine nyciate capsules 


42 


epnearine nyarocnionoe tablets 




epinepnnne nyarocnionae opntnaimic solution 


2Q 


ergometrine hydrogen maleate injection 


21 


crgometnne nyarogen maieate ta Diets 


2Z 


ergotamine tartrate tablets 


52 


erythromycin estolate capsules 


53 


erythromycin stearate tablets 


CI 

53 


cuidiiiuuiui nyurociiioncic idDictd 




eLninyiestraaioi tablets 


ee 
22 


lerrous sulfate tablets 


55 


fluorouracil injection 


56 


fluphenazine hydrochloride tablets 


5Z 


folic acid tablets 


5Z 


C • 1 • • • 

rurosemide in)ection 


5S 


furosemide tablets 


59 


glibenclamide tablets 


59 


1 ... 
glucose injection 


QU 


glyceryl tnmtrate tablets 


q1 


griseofulvin tablets 


61 


haloperidol injection 


62 


haloperidol solution 


63 


If * t 1 11 

haloperidol tablets 


63 


homatropine hydrobromide ophthalmic solution 


64 


hydrochlorothiazide tablets 


64 
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iDuproicn laDicis 


QD 


imipramine hydrochloride tablets 


66 


indometacin capsules 


6Z 


luumc SOlUllUIl 


Of 


isoniazid tablets 


£.0 

DO 


isosorDiac uinitrate taoiets 




levodopa tablets 


ZQ 


lidocaine ointment 


ZQ 


iiuucciiiic nyur LrdUv/iiuc iniccuv/ii 


71 


iiinium caruonatc capsuics 


71 


lithium carbonate tablets 


72 


mannitol injection 


Z3 


mebendazole tablets 


Z2 


mcinyiuupa isiuicis 


/ ^ 


IIICII V/IUUa^vIC UllCdliill 


7R 


mcLroiuaazoic uiDiets 


7** 


nicotinic acid tablets 


Z6 


nitrazepam tablets 


Z6 


nitrofurantoin tablets 


ZZ 


norcthistcrone tablets 


ZZ 


liyataLlil LaUiWta 


78 


ojcvtetracvcline hvdrtvrhlondp ransiilps 


78 


Oil raprf^fa mol t^hl/^fQ 


79 


pcnicuiaininc capsuics 






80 

LLW 


T>n#*nr\riii fKtt'ii 1 f iihi^^c 




T>npnfivvrnptnvlr*pniPillin nnr^scQiiim fjiKlpt^ 






83 




QaZ 


Dnmaauine diohosDhate tablets 

&^ A AA A AM\J WAAA AW VA A AA^^i9 L^AAM WW WSA ^/A W 


84 


L/l vVuilidlillVl^ Al y UA \/WlllV/A AAIIWWLAV^AI 


85 


nrfkpainamin** nvnrof nlf»nnp fahlpfQ 

|/A VrWoAiialAAAUV AAV l>A& I.^VIAAV/A AUW WAA/AWld 


85 


prvJiiiciiiaz^iiic 11 YurL/ciiiuriuc iiiicdiun 


8A 


prunicuia<6iiic nyuiociuunuc iduicu* 


R7 
0/ 


propranolol hydrochloride tablets 


8Z 


propylthiouracil tablets 


88 


pyrantel embonate tablets 


QO 


pyrazinamide tablets 


89 


pyridoxine hydrochloride tablets 


90 


quinidine sulfate tablets 


91 


quinine sulfate tablets 


92 
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reserpine tablets 22 

retinol oral solution 93 

riboflavin tablets 93 

rifampicin capsules 94 

salbutamol sulfate inhalation (aerosol) 94 

salbutamol sulfate pessaries 95 

salbutamol sulfate syrup 95 

salbutamol sulfate tablets 96 

salicylic acid lotion 9Z 

sodium citrate oral solution 92 

sodium fluoride tablets 9S 

sodium hydrogen carbonate tablets 9S 

sodium nitrite injection 99 

sodium nitroprusside soluble powder IQQ. 

sodium valproate tablets IQQ 

spironolactone tablets 101 

streptomycin sulfate injection IQl 

streptomycin sulfate powder for injection IQ2 

sulfacetamide sodium ophthalmic solution 103 

sulfadiazine tablets 103 

sulfadimidine tablets 104 

tetracycline hydrochloride capsules 105 

tetracycline hydrochloride ophthalmic ointment 105 

tetracycline hydrochloride tablets 106 

thiamine hydrochloride tablets 107 

thiopental sodium powder for injection 107 

tolbutamide tablets lOB 

trimethoprim tablets 10& 

verapamil hydrochloride tablets 109 

vincristine sulfate powder for injection 110 
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This manual, which is complementary to WHO'S 1 986 
publication, Basic tests for phannaceutical substances, 
describes simple and readily applicable tests for verify- 
ing the identity of 1 50 pharmaceutical dosage forms in 
common use. The methods described use a limited 
number of easily available reagents and equipment, 
and do not require a fully equipped laboratory. They 
need not be carried out by a qualified pharmacist, but 
should be performed by persons with some understand- 
ing of analytical chemistry. 

Basic tests are not, in any circumstances, intended to 
replace the requirements of pharmacopoeial mono- 
graphs, which give an assurance of quality, as opposed 
to merely confirming identity. 
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